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Wendy A. Cribi, Esquire 
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BOX DAC 
Office of Petitions 
Assistant Commissioner for Patents 
Washington, DC 20231 

PETITION FOR RETROACTIVE LICENSE UNDER 37 CFR 5.25 

It is respectfully requested that this petition for license for foreign filing attached hereto 
be granted retroactively under the provisions of 37 CFR 5.25. 

Previous Licenses ( D applicable not applicable) RECEIVED 
Attached are copies of : 

n APR 1 7 2002 

L- 1 previous licenses 

OFFICE OF PETITIONS 

D the filing receipt license 

issued on this invention before the export. 

Material filed abroad without a license 

Attached is a copy of the material that was filed abroad without a license for foreign 

filing. 
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Foreign Countries and dates of filing of material for which retroactive license requested per 
37 CFR 5.25(a)(1). 

With respect to the material for which a retroactive license is requested, each foreign 
country in which the patent application material was filed and the date it was filed is as follows: 

Foreign Country Date Application No. 

Great Britain OJK Patent Office) 10 June 1999 GB 99 13408.2 

Germany (EPO PCT Receiving Office) 9 June 2000 WO 00/76460 

Germany (European Patent Office) 5 December 2001 EP 00945731.8 

Australia 7 December 2001 ASL 59716/00 



Verified Statement(s) 

Also attached hereto are the verified statement(s) (oath or declaration) of: 

Wendy A. Choi, Esq. attorney for Johnson & Johnson Consumer Companies, Inc., 
joins assignee of 10/018,238 

which confirm(s) that, in accordance with 37 CFR 5.25(a)(3)(I)-(iii), 

(a) the subject matter in question was not under a secrecy order at the time it was 
filed abroad, and that it is not currently under a secrecy order; 

(b) the license is being diligently sought after discovery of the proscribed foreign 
filing; and 

(c) an explanation of why the material was filed abroad through error and without 
deceptive intent without the required license under §5.11 first having been 
obtained. 

RECEIVED 

APR 1 7 2002 
OFFICE OF PETITIONS 
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Fee under 37 GFR 1.17(h) $130.00 

A Check is Enclosed in the Foregoing Amount Due. 

The Commissioner is further authorized to charge any fees related to any such 
extension of time to deposit account 23-3050. This sheet is provided in duplicate. 

Date: /\p^, | ^ 2_C%>2_ 

Woodcock Washburn LLP 
One Liberty Place - 46th Floor 
Philadelphia PA 19103 
Telephone: (215) 568-3100 
Facsimile: (215) 568-3439 
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STATEMENT OF FACTS REGARDING FAILURE TO SEEK U.S. FOREIGN 
FILING LICENSE UNDER 35 U.S.C § 184 



Applicants respectfully request a retroactively granted license under 35 U.S.C. 
§ 1811 to the subject matter of GB 9913408.2, WO 00/76460 and related national 
stage applications, which were filed outside of the U.S. without a prior license from 
the Commissioner of Patents and Trademarks through error and without deceptive 
intent. 

Summary of Facts 

The subject matter of GB 9913408.2, WO 00/76460 and related national stage 
applications is directed to personal care formulations, such as shampoo and body 
wash. More specifically, the subject matter relates to clear, gel-like personal care 
formulations that contain surfactant, oil and water. The oil may be a mineral oil, fatty 
ester, glyceride, terpene or silicone oil and the surfactant has an HLB of 2-10. 

The technology that is the subject-matter of the applications was jointly 
developed by Albright & Wilson Surfactants, a subsidiary of Rhodia Consumer 
Specialities, Ltd. (A&W) and Johnson & Johnson Consumer Companies, Inc. (J&J). 
A&W is located in the U.K. and develops and manufactures gels. J&J is located in 
the U.S. and develops, manufactures and sells hair and skin care products. The two 
parties were working together initially under a secrecy agreement and eventually 
under a joint development agreement to develop suitable A&W gels for J&J's hair 
and skin care products. 

During a teleconference between personnel of both parties on June 6, 1999, 
J&J was informed by A&W that A&W intended to file a provisional British patent 
application directed to an invention made solely by personnel of A&W. Without 
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review by any personnel at J&J, this application (GB 9913408.2) was filed on June 
10, 1999 by Mr. Roger Savidge, a patent attorney for Rhodia. As a provisional 
British patent application, it did not name any inventors (only A&W as the applicant). 
A copy of the application, as filed, was faxed to J&J on June 10, 1999 {Exhibit 7). 
After reviewing the patent application, J&J determined that J&J personnel (who made 
the invention in the U.S.) were at least joint inventors on the provisional British patent 
application. Through ignorance of the requirement, neither party realized that, 
because the invention disclosed in the British application was at least partially made 
in the U.S., that it was necessary to seek a foreign filing license in the U.S. prior to 
filing the British application. 

On the eve of the Paris Convention deadline of June 9, 2000, Mr. Savidge 
contacted Ms. Michele Mangini, a patent attorney with J&J, to discuss filing a PCT 
application based upon the provisional British application by June 9, 2000. On June 
8, 2000, Ms. Mangini signed, as Assistant Secretary of J&J, and returned via facsimile 
a document appointing Mr. Savidge as the representative for the PCT application 
{Exhibit 2). 

The PCT application was filed on June 9, 2000 (WO 00/76460){Exhibit 5). 
There were four inventors listed on the PCT application: 

(1) Kevan HATCHMAN (A&W) 

(2) Elvin LUKENBACH (J&J) 

(3) Laura McCULLOCH (J&J) 

(4) Benjamin WIEGAND (J&J) 

Inventors (2)-(4) made at least a part of their contribution to the claimed invention in 
the U.S. and while residing in the U.S. Mr. Savidge handled the prosecution of the 
PCT application with input from J&J. The PCT application is essentially identical to 
the provisional British application. In haste to secure a filing date and again through 
continuing ignorance of the requirement, neither party realized that, because the 
invention disclosed in the British and PCT applications was at least partially made in 
the U.S., that it was necessary to seek a foreign filing license in the U.S. prior to filing 
the PCT application and seek a retroactive license with respect to the provisional 
British application. 

At the 30-month deadline for entering Chapter II of the PCT, Mr. Savidge 
engaged a U.S. patent attorney, Mr. Marshall Chick of Frishauf, Holtz, Goodman, 
Langer & Chick, to file a U.S. national application (SN 10/018,238 on December 7, 
2001) based on the PCT application. National applications were also filed at the EPO 
and in Australia, based on instructions from Mr. Savidge (Exhibit 4 and Exhibit 5, 
respectively). Instructions were sent to a Canadian agent to file a Canadian national 
application. However, due to conflicting instructions by J&J, the Canadian agent did 
not file (and has not yet filed) the application in Canada {Exhibit 6). Applicants 
intend to file the application in Canada, provided that and only after the retroactive 
license requested herein is granted. 

On or about January 15, 2002, Mr. Chick contacted J&J to collect details to 
prepare a post-filed declaration, power of attorney and assignment {Exhibit 7). In 
reviewing the application papers from Mr. Savidge, Mr. Chick discovered that there 
was no record of the granting of a U.S. foreign filing license. He inquired whether 
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J&J had sought a U.S. foreign filing license and could not confirm that either party 
had sought such a license. 

On February 6, 2002, Mr. Chick forwarded the U.S. application to me 
{Exhibit 8), Wendy Choi of Woodcock Washburn LLP, a law firm now 
representing J&J, to handle the prosecution of the application, including seeking a 
retroactive foreign filing license. 

I have reviewed all of the relevant documents and discussed the history of the 
filings with Ms. Mangini, Mr. Savidge and Dr. Wiegand. As a result of my review, I 
have prepared this statement of facts to support the petition for a retroactively granted 
license under 37 C.F.R. § 5.25. 

Conclusion 

Applicants respectfully request a retroactively granted license under 35 U.S.C. 
§ 184 and 37 C.F.R. § 5.25 to the subject matter of GB 9913408.2 and WO 00/76460 
and related national stage applications, which were filed outside of the U.S. without a 
license from the Commissioner of Patents and Trademarks. Applicants submit that: 

(1) the applications that were filed without the required licenses under 35 U.S.C. § 
184 were filed through error and without deceptive intent, 

(2) the subject matter of the applications was not under a secrecy order under 35 
U.S.C. § 181 at the time that the applications was filed abroad, and the subject 
matter is not currently under a secrecy order; and 

(3) they are promptly seeking a retroactive license under 35 U.S.C. § 184 and 37 
C.F.R. § 5.25 after discovery of their error in not seeking the required license. 

The required fee in accordance with 37 C.F.R. § 1.17(h) is enclosed. 

I hereby declare that all statements made herein of my own knowledge are true 
and that all statements made on information and belief are believed to be true; and 
further that these statements were made with the knowledge that willful false 
statements and the like so made are punishable by fine or imprisonment, or both under 
18 U.S.C. § 1001. 



Respectfully submitted, 




Wendy A. ChoV 
Registration No. 36,697 
Attorney for Applicants 




One Liberty Place - 46th Floor 
Philadelphia, PA 19103 
Telephone : (215) 568-3100 

Facsimile : (215) 568-3439 
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The present invention relates to shamiw, i 

«. ^cation, ,„ *. f„ J J, ' C ° mP ° !i "°° s "**» * P«M 

the to ol 1, nteaopnaae S >,, OTS romaimng di!petsfd ojJ 

in a .stored surfactant sv Sttm , hich ^".^ (C > ~ 

mesophase in mucous e | earolvM . „ m ' ^ 3 d ' s, * rs " m ° f a """am 
co.„U n . ' '" C ~ " -«* W or 

Wilt the excopoon of mtcroemulsions whtch are clear * , 

»aice„ar S o,uU„ n , , he ^ ^ ^ J^*""*™""* «*• 

dispersed in a rolauvelv coarse Con, ru W **' ,he oil 

«■ coarse form. winch doe, no, deposil o „ ^ ^ ^ 

However nttcocmttlsions are dtfficuh to f, mistm usmg 

effective i„ bocty wash and other nersonal c- -„ " 
concentranons of su,fac M , m "' a "°" S md "~ 



We have now discovered that oil m av . u- • 

phase to fa. a dear jl ' "~ * ^ f 

a ciear gel-like composition which cnnra.n* u u 

«*~ - OH ^n convention, ^^1^1 T~" * 
form . microemulsion. The novel oil in r " * WWr 10 

heatin,. ""^^ also *«» microemulsions on 



Surfactants arc known I0 form M opi , ascs 

*>ovc approximately 30% by ,, lcht , 3Sed , h * C ° nCentfationS 

phases are phases J h c , b ^ rf JT " 7" " ^ 

liquids and solids. Cenerallv me^hase ' ^ ^ 

crvstals with fast m «l C ° mD ' ne ^ ° fdsr ^ ocia ^ with 

^0 stals, with fast molecular motion common to liquids. 

The format of detect mesoph.es is well documented. ^ 

_ dift , f u ,, y jn thejr ^ ^ form - 

mesopnases, and m respect of the conditions of concentration a „H , 
thev m. fnr„,^ ir concentration and temperature at which 

tne> are formed, tor a typical surractant of tlr tvoe nnrm.n , ■ 
t , ,. „ • P c normally used in c eaninz oroduct^ 

the following mesophases are usuallv ob-n-d The con- , ■ 
„„k , * concentrations given are illustrative 

only and may vary considerably from one suriVr.n, „ - mutative 

. -rv-m one suruvtant or surfactant mixture to the next 

Below app r ox, ma[e K 30% „ fKMn[ „ ^ u 

~ . w lw , ., bovc 30,,, mi3ma mmy - « 

"Orally used i„ personal csre Mplicatio „ t . , P 

surfactant, i.e. 60%-80% a G-phase i< rWri a • 16 

PhMe c „ aimns ^ micsllc iiMd ~ ;:r ~ - • 

solution kno,™ „ » L , ota „ , . , ' °' ' » !nvKKd "»«U« 

".aptee. Ucstagera i>!iea , s do noi disperse rtadilv in W „„ H 

'" W 3 ' e " <CnCy " f °™ «***• I* «* M Phase, o„ mL. ' 



CTe !umcl ™ **» — taotmnic ,,. ,, _ 

^lywhj, a vrtrcou, appearance . ' " Sti « immobile p„ 3ses 

•*» *- discussed love • ~ ,o the 

-ma, or ' * « *» V! phase* « lMSI « 

** ^ Pr0M : ^2T y — — -d ^ 

8 thC m0S< ■ ,scous ot the lyotropic mesophases. 
The different surfactant phases car, i» 

aotttron tcancrimt. A d=,a,, t d a, ■ ' OTSC ° Py or 

JAOCS Vol 31. p62S. W ^ Rosovear 

The following terms may reouire -v™ , 

' ,u,re "Pianacon or definition: 

The "hydrophilic: lipophilic balance" or -hi a- , ■ 

amnides of the sllrfacUnts f „ ' v " a ' uc ,s usad as a measure of the relative 

affecver^arcotulsifie, „ „ " " ™ d ■ -» rheir 

*- t, is one fifth of the w* ?ht Z^Ti * ** *** — «H« 

-«*■ Other surfactants caTf, / ' " * «- -* 

-plicated fornrulae or by m oa ! u,^ ; ;t^;' em .*" * "»» 
— of20 represents a contple,,,.- ^ ^ " - * *» "LB 



Optical] v isotrocic ' ;ir»Vf^. 

than their sttm>undin» »k. .(..,.„■ ' 5n S" K ' 

7"™" r~ *~ *«* • — P° b«»=en poiall 
* W ° F,,CaUV ^ *« —* *« a M Pontine. ' ' 

J™** h3Vi ' "** — — « mm *. rares For 

no, van- subscmtiaiiy at shear ra KS up w ;oco jcc''. 

■LamClar- phase, are p hasK , hicS ^ , 

*. W«- ^ of the ^ eryrta, ^ c-phase, are ^ J^"* 
Ne.ao.tan atopic ^ rney „ visrouj | n J 

«-* «,* . ,,,ae> appearance op rl o„ ln , They forra 

«« ondor *, ?otelns rac;0S£3pt mc f _ ^ - 

appearance under the electron tntcroscooe X-rav difSacrion or . 

1 • uinracuon or neutron scatter nu 
similarly reveal a lamellar structure with a -r-^~ 1 l scattering 

usuallv « rn « u , ' ^ lyp,CSJly betWeCn 4 ^ "tan, 

usually ; to 6nm. higher order peaks, when r~<ent oc-nr „Hn . - ■ 

related, ,„ the eaae oflaanella, phase, to the reseat spaoing d by the eooat.ot, Q.L" M 
where n is the order of the peak. a 



G-phases. however, can exist i- <:«— 

. h ,„, . u . St •'• SC ' e ' a ' f ^s. mcludmg domams of parallel 

sheets which constitute the bulk of >he r-.„; .,i r „■ • ., 

, ' ht •-• P- al C -P»"« described above and spheruhtes 

^ 3 01 *~ shells, each of which is a bi.ave. of 

S " ^ '* ™- "» ^ be reserved for comoosuions 
which are a: least oartlv of the former Wrt c--<- 

. u . ' we4l ' aner, >Pe- v^pauue compositions at least aredominantlv 

ct the latter tvpe in which tfu» mntir,,,,, ' 
men tne continuous pr.ase is a substantially isctrooic solution 

containing dispersed spherulitcs are referred rc Win a - -r i 

a, ne.cm «u. G-pnase comcosmons" G- 
Phases axe sometimes referred to in the literature as L <5 , n(l „ phases. 

Leases are mobile, optically inotropic, and typically Newtonian liquids which show no 
cexfare under the polarising microscope. Electron necroscopy , caoable of resolving the 

texture ol such phases onlv at verv hi™ m— ir-win-. ™a v 

•iu.. nw.a.uations. and X-ray or neutron scattering 

t:V " «* ' ** V* typtal of, liquid suture, a, v W sntail ^ 
close ,0 the «.« henna The viscosity ,f m L , phasc „ usulUy |0 ,; bu , may 

stgmltcamly as the concentration approaches the enper phase boundtuy. 

-M-ptases- are ryptcally i mmobi , 5 . E;JC! ,,,, ; produce reseInbli „ ? lmv me|Iira! 
-a.es. They give character,^ ,«, ures ande, ,he p„l» s ,„ s rtcrpseooe, „d , 
-exagon., diffract™ partem by X-ray or neutron diffraction which comprises a major 
peak, usually a, values corresponding to a repen, spacng benv«n 4 and IOw „ and 
sometimes higher order peaks. ,he firs, a, a Q.t aiue w hic h is 3 « the Q.valu, of the 
prmctpal peak and the next doohie the O-vaiue of the principal peak. M-phases are 
sometimes referred ro in the literature as H.phases. 

Fhe viscous isoraop.c or -VT phases arc ,, P ,aUy immobile, m .^ onm . 
isotropic and are typicaily tnMpaBn , „ lea! , ^ y[ ^ ^ a 

symmetrical diffraction partem unde- V -i 

ra< lJ ' ue ' x :a > J ^ traction or neutron scattering, with a 
principal peak and higher order oeiks at ^ ' ™d v' ; e im „ r u p n . 

• dl " — a • ' ime s the Q-vaiue oi the principal 



peak. 



fhese cubic Houid cr'snHinc- r^o- ™ 

• • » "»*»• <">«™i innwKattir fo!lo»i„, , he 

rr 1 " ' >C * M " rJ * *< ™»°" * ~ „ ^ „ 

* ' to ' "* V ' «^ » - *» arise frora 

*c P*k», of m,„!L, ((ntatl , ^ , 4 oubic lmct M unbiir.i * TOe , 

runner increase as surfactant concentrrici •-miiv w „i,. ■ - 

• lca jall > iCS "Its in oexagcnal chase (VI.) 
•-vnich may be followed bv a iamclar ah--^ •C\ r „u 

• ,in ^ ,ar P n -s« «v.-j. I: phases, when they occur, are usually 

oniy observed over a narrow ran-e of conce-r-,.,„„ t . ■ ,, , 

« s -«.rconce..t.aisons ? typically just above those at which 
the Li-phase :s termed. The ioc->-u-,n nf m-ii v- 

• 0L -^ n 01 v ' pnases .n a phase diagram suegesrs that 

the phase is built up of small closed «urfac^t > *..~<™i«. ;„ , , 

- Ul "-v.-..t u S g.wgates :n a water continuum. 

An inverse form of the [ shase . I, - «-.- ,i.„ •„ 

. . nasw • ...e i : y .ia ; . : lJs also oeen reported, possibiv between 

the inverse hexaconal iYN'i a-v r - -i.,„. 

..vi 3 J a..u , r .asc 3 . consists ci a surfactant continuum 

eonuuuag a cub.e array of inverted .icel.es. , n alternative form of the VI ? hase called 
the V : Ph ase has been observed at concentrations between die M and C ohases and mav 
comprise a ^continuous system. This may exhibit an even higher viscosity than the I,' 
An inverse ? hase. the V : phaS e ; between the 0 and M : phases has also been postulated. 

VI phases are typically examples of "ringing gels '. When a jar or beaker contain^ 
such a phase is sharply struck, a distinctive vibration can be felt in the composition. " 

The 1,L, transition temperature ,,iii be referred to herein as the meltina ? oim of the I, 
Phase lor convenience, although it is not strictly .peaking the melting point since the VI 
pnases are nor solids. 

All dn, h= ran ,o , he fo™ or ,„3, ; , ;; of specific pte !s or aruoruros « ,o 
b« oonsrrood. u,,l K s *. oo„«r reauta 0Ihcrwise , as rcftrer.es ,o ,h«r fonnauon or 
existence at 20°C. 



G B - *" ^ M « * *- « - cta*. co m oos,,io„s 

** k ° B 2 : ep ' ■» «- - **** ** *». „™ ^ 18M! iuc : 

-<he,,c p^e, w sdatm h ,., 3|so i;en . t ^ vs 4 jw 66 • 

,h«c compos cannm t; [adj|y d|sso|ved m ivaKr 

T - *" ™* " «"~ T W - of an 1DpcarM „ 

"* 0!K ° rM -° irC ° f ■* * *»* which add ,o fc co's, and are 

environmentally undesirable. 

Tha use or a ,vpe of rinsins ,, 5l , 0 suspCTd Qj| ^ ^ 

applications was described in US 4 (Tfi 3 l <? ;„,, .i,- . 

^ e 'ovulation requires the presence of 
nydroxylic solvents and utilises a surfactant syste. which is unsuitable for shampoo 
apphcanons. E? 0 598 335 describes the use cfvaHous cubic phases including I, phases 
- laund.- pressors and for other cleaning formulations. If does not surest how such 
Phases could be used to suspend oil or form microemulsions. NormaUv attemots to 
-spend on :n surfactant mesoph.es result in coarse droplets of oil beins suspended ,n 
:he aqueous phase of a structured surfactant. 

0. ir.venr.on provide a eoneentra,ed personnj cleaning conrposuion comprise a, leas, 
-0,. wa,e,. ,0 =o 40% .oral su.fac.an, and 2 , m. of. minerej, „vceride. re'rpene or 
s, cone o.l whcr S ,„ said sorfacun, conrpnses (.,, an or! solubie surfacanr having „ 
riLB of rrom 2 ro 10 in a proportion cf frorr. S:i ,o 1:5 based on rhe weigh, of oil and 

?' ' ***** **• " HLB *"» *- n. in a wei„h, prooonion of 

rrom 1=1 » 1:30 based on rh. weigh, of (a, sild s , rtctajlt wlKr Md w m 

proportions adapted to form an I. chase h-ivmo ^ r n 

m 11 pnasc navin ? an Ii Li transition temperature greater 

than 25°C 



• - surfactants are prererably sciecrcd m P , „. 

siirf,rMn, r« i; p 0Vir 3 comparatively broad 

surfactant concentration range nor- -h^ -« ^ . • 

-".e sunactants are crefcrablv sei-c^H •-, ^r,..-^ 

. „ . _ " ' Cttfd ° prox !C; M l! P" 3se «*ich malts above 3 0"C 
^. above ,5-C. most preferably above itfc ^efe-ablv the i ■ 

^ . .erc»aDi> the It caase melts at a 
temperature substantially below 100*C • a cc^v 90°r mn 

_ , . . , 90 C, more preferably below 80°C 

~ost prererabiv bciow ?o°C esciallv f^„, :vr ., 

, 0 , c " • ' aH> w C - below 55'C. usually below 

The surfactant mixture prefcrabh- has ■> -i^r ' -r a i 

t .eraw, ..as a mean .-.13 oasea on the molar preooniens of the 

components eetween 10 and is e ^ ii r i - *- 

. as surfactants preferably comprise non- 
:omc surfactants such as ethoxvlated alcVwi • i, • u - , 

J '° Xy ' ated It « been round that highly ethoxvlated 

.«* al o hQlS; ,, ni0 re than 10 EO L ,oup, preferably more than 15 Eo croups 
especa.lv , 8 to 50 EO groups form 1, pha.es pan.cularly readily. " 

Other non-ionic surfactants which may bo present include:- 

alkyl phenol ethoxylates, fatty acid athoxyiates. fatty acd monoalkvioiamtde ethoxy.ates 
'7 : 1C ° n01 Pr ° P0Xyiate5 ' «*» ^ates and fatty acid dvcervl este 

ethoxylate, Other non-ionic compounds suable for inclusion in colons of the 
presem invention include mixed ethylene ox.ee propylene oxide alkylates, low relative 
secular mass polyethylene ? ,cols , g . PEG600 Md PHG200. ethvlene g l yco l 

™ Md P^cosides, al k y, su g ar esters include a, kv , 

sucrose esters and alkyl oligosaccharide -«t» alk-l ~,n„,H i - . , " 

, , e - u - alk -'' ^ a PP ed polyvinyl alcohol and alkvi 

capped polyvinyl pyrrolidone ^ 



Compositions of :he invention -■.-><• 

. . . ali0 ^-?n* antomc surfactants, in addition to or 

instead or non-ionic surractants x-mm • . 

-ants, .uoniw ^acrant may comprise a C,, :o aikvl benzene 
iUiphonatr or an aJkvI ethc- -nim,«- ■ 

' tnC ' ° U1?natJ wa « 15 P«iwbly the product obtained bv 
ethoxylating a natural fartv or s'-ntheiv r ^ , ^ 

. tl , ' °" nttlCt " C ; 3 C,;. u alcohol with from 1 to ?0 

prererab v 2 to 10 e- * r n a -^..u 

' " ' W <th>leRC0S:> ^ U - DS - oP<io«Uly stripping anv unreacted 

aicohol. reactmy the ethowlated crcdccr ivi«H * 

- cr> - aLCt a »ulphaung agent and ceutcaiisinc the 
- una aUcyl ether sulphuric actd with a base. The term also includes aikvl ^ 
sulphates, and random or block copolymer^ alkyl ethoxjvpropoxy sulphates." ' ' 

The anionic surfactant may also comprise, tor example, Co,, ,, C,, ;s alky, sulphate. 

The surfactant may comprise a C, e a ( ■■ - ->i-, e ,„^ - 

^<-^g-L,.. : ,ai.?naticsoap. Hie soap mav be saturated 
or unsaturated, straight or branched chain. 

F*M «amp les indude dodecanoatas. m : .„s,a,e, w , o1kk , ^ 
linoleates and palmitatss and coconut and tallov.- soaps. 

The surfactant may inc.ude other antonic surfactant, such as olefm sulphonatt , paraffm 
su phonates. taundas. isethionates, ether !u , chor ,, 5 , cth „ ^ 
suiphonates e.g. aUty l givcery, suiphonates. 5UJphosuKiMte3 „ iuIpho!UCCInamatss 

The cation of any antontc surfactant is typcailv sodium but mav attamanvdv be 
potasstum. lirhium, caicium. magnesium, omentum. „ « 4yl ^ ^ 

to 6 ahphario carton atom, including 1S op r o Fyl monoetoo , 
atethanol ammonium, and triethanol ammonium. 

Ammonium and ethano, ammonium salts ate generally mote soluble than the sodium 
salts. Mixtures of the above cations may be used. 



me composition may contain ampho-«ic t-~»~.„.. • 

... • w,lt ^-^K sucn as oetaincs sulohobetaines 

amido b-.ta.nes or imidazoline betaines. 

The I, phase may „ =o,,,e,,v prcpar:d b; . ^ ^ „„ ^ ^ 
^ addrng s„ toc:t „, ra „ l0 Ihc w sollltk . ^ M maimajn a ^ 
Tne o, and o„ soluble «i« may be ^ int0 Ihe ^ ^ „ , 

S „ above mdIlng poin , M . tht ^ I; ?has5 nt 

ihe 1 1 phase. 

Tne oil i, p«toWr » minen* oil (e.g. , iow molecular ^ pe , rc , eam etol „ , fm 
glyoen e. . , eIpen! 0li !tKh „ , WM „ ; , ^ ^ ^ ^ ^ " 

Panrculanv preferred are vegerable * SUCil „ CM0 „ U , evCTm „ ^ 

meadow 6™. aprieo, kernel. peach kerce , ^ ^ ^ ^ ^ Q ., ^ 

coarse or topical pharmaceutical i„ g „d,a„,s =« y be dissotve i„ ,he oil including 

se.entum d, s ul P h,de. P rote,„s. emollients as lanolin, isopropy, mvnstate, el v«,v, 

""T* ° r Pr0PyU " e SlyC01 ***«*• *«■ P«'-« and waxes, w- in'solub.. 
ptrmculatc sobds including exfeUants such as tatc. clavs, pdymer bead, sawdust. siUca 
seeds, ground nutans and dicaletum phosphate, pearls such . 0 , 3 l y cerol o 

TT *" — ° r ™>- ***** - "s such as titanium 
dtox.de ,na, be dispersed ,„ the ho, mioroemulsion ? „o r „ cooi,„ B . r oraus pmclK (s0 
called nttcro-sponges, conning absorbed scute ,„gredie„, s or adatm or omer 
mtcrocapsuies „ be suspended 0,h« r acave in2KIlleM! wh , ch „ 
...elude msec, repeliants and topical P h„ca, prepacatas, eg. pr!pariI100s ftr 
.returned o, acne. fungicide* for athleK , foo , or ^ 
anrthtsramtnes. Pi S men«. such as the iron oadde, may also b< added. 



—olytes tend , break , struct o.,i are preferably present i„ concentrations 
ktIow 10% b^d on torn! .e: ? ht of the connexions, more preferably below 5% e* 0 
to ,%. most preferably 0 to 1%. General!', ,, prefer that electrolyte be substantial* 
absent. Adventitious chior.de or sulphate present as impurities m m5 surfactam can fce 
to-crated. Small amounts of builder such as crates, pyrophosphates, polyphosphates 
rnay optionally be included. 

Water soluble soKents axe generally undesirable and are not required to form stable I, 
structures according to the invention. We therefore prefer that thev should be 
substantially absent. Although smali amounts of. for example, ethanol or oropanol may 
sometimes be des.red for spectai purposes, they arc preferably present in amounts less 

than 5% bv weight. rnoT ^'^nv *t t 

»*m. mo., .r^.-c, les, una ;% oy weight, most preferabiv less than 

2% by weight, e.g. less than 1% by weight. 

The composition may optionally contam hydrorxopes such as sodium lower alkvl benzene 
su.phonate e.g. sod.om toluene, xytene or cumene sulphonate or urea, however these are 
not generally necessary and are not generally ? rc:erred. We prefer that these should be 
present in quantities .ess thai, 5% by wetght. more preferably less than 4%, especially 
less than 2% e.g. 0 to 1%. They may be useful occasionally to avoid haziness of the gel.' 

The total amount of water is preferably from 23 to 60% by weight of the composition. 

more preferabiv 30 to 50*. e ■■> * ; >« u 

»' • ' L ° 5 J c weight percentage ot surfactant 

based on the weight of the composition is preferably from 15 to 35%. e.g. 20 to 30% 
The propomon of oil is preferably greater mar. 5%. more preferabiv greater than 8% e ~ 
10 to 30%. especaily 15 to 25% by weight based on the weight of the composiuon The 
o,l soluble surfactant is preferably present in 8 proportion of more than 1.5 based on the 
wetght of oil, more preferably from 1:2 to 5:1. The oil soluble surfactant preferably has 
an HLB of from 3 to 9 e.g. 4 to 8. 



The weiyht ratio of water soluble surfactant :o oil soluble surfactant is preferably 1:1 to 
30:1. more preferably 2. 1 ;o 20: i. typically y.[ to 15:1. e.g. 4:1 to 10 I. The water 
soluble surfactant preferably has an HL3 greater than II, more preferably greater than 
13, especially U to :9. 

The product may be cast into shaped bodies or formed into panicles or granules, e.g. by 
spray cooling a hot solution of the L; phase formed on melting the composition. 

The composition may be convened into a microcmuision phase by addition of water, by- 
heating above the melting point or by adding electrolyte such as salt and the invention 
includes Li phases when sc prepared. 

The invention will be illustrated by the following examples: 



Example 1 

The following ingredients were mixed at 60°C and cooled to form a ringing gel: 



Component 


Solids (%> 


w/wf%l i 


MINERAL OIL < 100%) 


20 


20 | 


■ ■ , EMPICOL"* 0251/70J<70Va} 

i i 


11.2 | 


16 


i 'EMPIGEN'S 3B (30%) 


4.8 ; 


16 


"GLUCAPON" 5 2 1 5 CS UP (6 5%) 


6 


9.2 


, "EMPILAN"«K32(I00%) 




7.5 


; SODIUM CHLORIDE (100%) 


2 i 


1 
1 


; PERFUME (100%) 


0.5 j 


0.5 


| ETHYLENE DIAMINE TETRACETIC ACID (100%) 


0.1 


0.1 


| CITRIC ACID (100%) 


0.2 


0.2 


BENZOIC ACID (100%) 


0.5 * 


0.5 


, SODIUM HYDROXIDE (4"%) 




0.2 - ! 


WATER 


1 
1 

... 


Balance | 



The method of mixing comprised the following ?teps> 



1. Charge 50% of water 

2. HeattooO'X 

3. Add EDTA, sodium benzoate.. citric acid and 47% NaOH dissolve with stirring 
i. Add "EMPIGEN" BB 

5. Add mineral oil and disperse with stirring 

6. Add "EMPILAN" KB 2 and mix thoroughly 

7. Add "EMPICOL" 0251.70j 

8 Add remaining water 

9 Add-GLUCAPON" 215 CS UP 
10. Add further KB 2 until clear 

1 i . Cool 

12. Add evaporated water 
15. ■ Adjust pH 



pH(10°/o) 
Solids (%) 
Odour 



:5.5= 0.1 

: - 33% (typical) 

* Characteristic 



Physical Data 

Density @20°C 

Appearance 

Set Point (typical) 



1.0 r 0.1 gcm J 
Clear or Hazy Gel 
30°C 



Viscosity @ 20 P C : N.'A 



The product was examined by x-ray diffraction and exhibited peaks at 13.H5nm (intense 
and sharp), 7.943nm (ill defined) and 6.355nm i small), indicating cubic symmetry, and 
formed a clear microcmulsion on dilution or heating. The latter gave good even 
distribution of oil applied to skin. 



.u- 



E.\:imple 2 

The following ingredients were mixed at 60°C x\i cooled to rem a ringing gel: 



Component ° i Solids (%} , w/w (%) s 



VlhNfcKAL UlL ( iwU /oj 


1 s 

i - 


1 S 

i 


''EMPICOL''® CDL30J/35 (22%) 


8 


j 35.4 


•EMPIGEN"'® BB (30%) 


8 


l 26./ 


"EMPlCOL"S 0785 (40%) ; 


2 


< 


"EMPILAN"® KB2(I0G%) j 


6 


6 


"EMPILAN"& K.B6 (I00%'i 


6 


6 


CITRIC ACID (100% i 


0.5 


0.5 


PERFUME (100%) 


0.2 


i 0.2 


: ETHYLENE DIAMINE TETRACETIC ACID (100%) 


0.2 


i 0.2 


: "KATHON"& 




0.2 


' WATER 


... 


Balance 


TOTAL 


4S.8 


100 



Physical Data 

Appearance : Clear Liquid/Gel Odour : Characteristic Odour 

Solids : 36.5% (typical) pK (100%) : 5.5 - 6.5 (typicai 

Odour : Characteristic 3e: Point : 20 ± 5°C 

Viscosity (Cammed Rheometer'o) 20°C : N 'A 



The product had small angle x-ray diffraction peaks characteristic of cubic symmetry and 
formed a clear microemulsion on dilution with water or warming- The latter gave good 
even deposition of oil on skin. 



Examples 3 and 4 



The following ingredients were mixed at 60°C and cooled to form ringing gels: 


component 


1 


i 


m 


J 


i 

i 


Solids (%) \ 


w/w (%) , 


Solids (%) I 


W/W(%) I 


"EMPIGEN"® CDL30J/35 (22%) i 


8 


36.4 


8 i 


36.4 | 


•'EMPIGEN"<8> BB (.30%) 


' S 


26.7 


I 

8 


26.7 


"EMPICOL"* L340 (40%) 


•i 


7.5 


3 


7.5 


"EMPICOL"S CVH (90%) 




4 


— 


— 


"EMPILAN M *KB2(100%) 


5 5 : 


5.5 


6 

! 


6 i 


TR1ETHANOLAMINE ( 1 00%) 


1.1 j 


i.i 


! 




CITRIC ACID 




0.75 


0.75 


i 

0.75 j 


ETHYLENE DIAMINE 1 






i 




TETRACETIC ACID 


0.05 


0.05 


0.05 


0.05 


i "KATHON"® CG (100%) 


0.05 


0.05 


0.05 


0.05 | 


! LIGHT MINERAL (100% ) 

1 


» ! 


14 


20 


20 j 


! WATER 


- i 


Balance 




Balance 


| TOTAL 


45.7 ; 


100 


46.1 j 


100 


Appearance 


Clear Go! 




: Clear Gel 





The products in each case exhibited cubic jyrr.rr.etr. and formed clear microemulsions or 
dilution with water or heating. The registered crade marks noted above have the 
following significance: - 

EMPICOL'* CVH is a C* alky I eihcr carbox> lie acid 
"EMPICOL" LB40 is a C 8 C {h alkyi sulphate 
•EMPICOL" 0251/70J is a C-.mj alkyl 3 rcoie eihoxy sulphate 
"EMPICOL" 9758 is a Ciu alkyl sulphate 
"EMPIGEN" 3B is a C. : .u alkyl betainc 
'"EMPIGEN" CDL is coconut ampho acetate 

EMPILA.V 1 KBZ is a C t2 -u alkyl 2 moie cthcxylate 
"EMPILAX" K36 is a C [Z ^ alkyl 6 moie cthoxyiaie 
■'GLUCAPON 8 ' 215CS is a Cmo alkyi poiychicoside D.P. 1.5 
"KATHON" CG is a proprietary biocidc 



Exhibit 2 



OFFICE OF ONE JOHNSON & JOHNSON PLAZA 

GENERAL COUNSEL _ -NEW- BRUNSWICK, N.J. 08933-7002- 

8 June 2000 

URGENT VIA FACSIMILE 9-011-121-420*5437 

Mr. Roger Savidge 

Albright & Wilson Surfactants, Europe 

201-222 Hagley Road 

Oldbury West Midlands B68 ONN 

England 

Re: PCT Patent Application Based upon UK provisional 
Patent Application No. 9913408.2 filed 10 June 1999 
For Ringing Gel Technology 



Dear Roger: 

As we discussed this morning, please file a Request for the above referenced application on 9 
June 2000 and designate all member countries. If necessary, you may file the attached Appointment 
with the Request. After this application is filed, we can then select a mutually acceptable independent 
counsel for prosecuting this application. 



We agree that the PCT application should be filed in the names of Rhodia Consumer Specialties 
Limited trading as Albright & Wilson Surfactants Europe and Johnson & Johnson Consumer Companies. 
Inc. , having an address at Grandview Road. Skillman. New Jersey 08558 USA. It is our understanding 
that the following individuals shall be included as inventors to this application: 



1) Elvin Lukenbach 
160 Klinesvtlle Road 
Remington, New Jersey 08822 
USA 

United States Citizen 



2) Laura McCulloch 
18 Hampton Court 
Basking Ridge, New Jersey 
USA 

United Kingdom Citizen 

3) Benjamin Wiegand 
2028 Farmview Drive 
Newton, Pennsylvania 18940 
USA 

United States Citizen 



In view of the fact that I will be away from the office on the 9 th , please < 
Emilie Liberatore at 732 524-2820 should you need further assistance. Thankyou i 
assistance in this matter. 

V 




my assistant, 
much for your 



APPOINTMENT OF REPRESENTATIVE FOR INTERNATIONAL APPLICATION 

PRIORITY APPLICATION NUMBER: GB 991 3408.2 

PRIORTY DATE CLAIMED: 10 June 1999 

TITLE OF INVENTION: PERSONAL CARE FORMULATIONS 

APPLICANTS- JOHNSON & JOHNSON CONSUMER COMPANIES, INC. AND 
RHODIA CONSUMER SPECIALTIES LIMITED TRADING AS ALBRIGHT & WILSON 
SURFACTANTS EUROPE 



The undersigned applicant hereby appoints 

Mr. Roger Savidge 
of Rhodia Consumer Specialties Limited 
trading as Albright & Wilson Surfactants Europe 
201-222 Hagley Road 
Oldbury West Midlands B68 ONN 
England 



To act on their behalf before the competent International Authorities in connection with 
this international application and to receive payments on their behalf. 



mi 

Gaife&J 



Assistant Secretary 



Companies, \r>c. 

Man g ini — 



RECEIVED 

APR 1 7 2002 
OFFICE OF PETITIONS 



» > 1 



I 

1 



Exhibit 3 



i 



PCT 

REQUEST 



The undersianed requests that the present 

international application be processed 
according to the Patent Cooperation Treaty. 



For receiving Office use only 



International Application No. 



International Filing Date 



Name of receiving Office and "PCT International Application" 



Applicant's or agent's file reference , „ /DrMC 

(if desired* (12 characters maximum) MPD3 1 5/Pt l/Kbrlb 



Box No. I TITLE OF INVENTION 

PERSONAL CARE FORMULATIONS 



Box No. II APPLICANT 



of residence is indicated below.) 

RHODIA CONSUMER SPECIALTIES LIMITED TRADING AS ALBRIGHT 
& WILSON SURFACTANTS EUROPE AND JOHNSON & JOHNSON 
CONSUMER COMPANIES INC 
210-222 HALGEY ROAD WEST 
OLDBURY, WEST MIDLANDS , B68 ONN 
GREAT BRITAIN 



[ [ This person is also inventor. 



Telephone No. 

+44 121 420 5430 



Facsimile No. 

+44 121 420 5437 



Teleprinter No. 

336291 ALBRIW G 



State (that is. country} of nationality: 
6B 



State (that is, country) of residence: 

GB 



This person is applicant 
for the purposes of: 



□ all decimated I 1 all designated States except 
Swtcs I I the United States of America 



□ the United States 
of America only 



□ the States indicated in 
the Supplemental Box 



Box No. Ill FURTHER APPLICANTS) AND/OR (FURTHER) lNVENTOR(S) 



of residence is indicated below: ) 

HATCHMAN Kevan 



5 Byland Close 
Friarscroft 
Bromsgrove 
Worcestershire, 



B61 7PL GREAT BRITAIN 



This person is: 

| | applicant only 

| X | applicant and inventor 

□ inventor only (If this check-hox 
is marked. do'noifill in below.) 



State nhat is. country t of nationality: 

GB 



State (that is. country* of residence: 

GB 



- — ~T i 1 „ i 'ivied ^"Ils I | the States indicated in 

This person is applicant |— I all designated |— I all ; *»JB**«d States except ( [£] .h^Ln.KJ ^ |_J Box 
for :he purpose* oi: 1 ' 1 ' L ' ' " — " " 



[ | FuRhcr applicants and or further) inventors are indicated on a cominuation sheet 



Box No. IV AGENT OR COMMON REPRESENTATIVE; OR ADDRESS FOR CORRESPONDENCE 



The person identified below is hereby has been appointed lo act on behalf 
of the applicants) before the competent International Authorities as: 



agent common representative 



N«„c an, address: 'J^^jtf^ 

SAVIDGE Roger Gordon Madgwick. 

Rhodia Consumer Specialties Limited 
210-222 Hagley Road West 
Oldbury, West Midlands 
B68 ONN 
GREAT BRITAIN 



Telephone No. 

+44 121 420_543^ 

Facsimile No. 

+44 121 420 '5437 



Teleprinter No. 

336291 ALBRIW G 



Komi PCT RO. 101 Hirst sheet) (July 1W?: reprint July 1999) 



1 

Sheet No. . 2 . . . 

Continuation of Box No. Ill FURTHER APPLICANT©) AND/OR (FURTHER) IXVEXTOR(S) 



If none of the following sub-boxes is used, this sheet should not be included in the request. 



Name and address: (Family name followed bv given name: for a legal entity: full official 
'designation. Tlie address must include postal code and name of country. The country of the 
addfess indicated in this Box is the applicant s Stale (that is. country) of residence if no State 
of residence is indicated below: ) ! 

LUKENBACH Elvin 

160 Kinesville Road 
Flemington, New Jersey 08822 
UNITED STATES OF AMERICA 


This person is: 

| | "applicant only 

|X | applicant and inventor 

I I inventor only Of this check-box 
1 1 is marked, do not fill in below.) 


State (thai is, country ) of nationality: 

us 


State (that is, country) of residence: 

us ! 




Name and address: (Family name followed by given name; for a legal entity , full official 
designation The address must include postal code and name of country. The countjy of the 
address indicated in this Box is the applicant s State (that is, country) of residence tf no State 
of residence is indicated below.) 

'MCCULLOCH Laura 

18 Hampton Court 

Basking Ridge, New Jersey 

UNITED STATES OF AMERICA 


This person is: 
j^J applicant only 

| X | applicant and inventor 

1 1 inventor only (If this check-box 
1 1 is marked, do not fill in below.) 


State tihai is, country) of national ity: 

GB 


State (that is, country) of residence: 

u s 




Name and address: (Family name followed by given name; for a legal entity, full official 
designation. The address must include postal'code and name of country. The countjy of the 
address indicated in this Box is the applicant s State (that is, couimy) of residence if no State 
of residence is indicated below.) 

WIEGAND Benjamin 

2028 Farmview Drive 
Newton, Pennsylvania 18940 
UNITED STATES OF AMERICA . 


This person is: 

| ^ applicant only 

| X 1 applicant and inventor 

1 1 inv entor only (If this check-box 
' ' is marked, do not fill in below.) 


State nhat is. country j of nationality- 
US 


State (thai is. country) of residence: 

US 




Name and address: (Family name followed by w'ven name; jar a legal entity, full official 
designation The address must include postal code and name of country. The countjy of the 
address indicated in this Box is the applicant s State (that is, country) of residence if no State 
of residence is indicated below.) 


This person is: 

| | applicant only 

| | applicant and inventor , 

1 1 inventor only (If this check-box 
1 1 is marked, do not fill in below.) 


Stale ttluttis. counuy) of nationality: 


State (that is, country) of residence: 




| | Further applicants and or (further) inventors are indicated on another continuation sheet. • 



FormPCT RO 101 (continuation sheet) (July 199$: reprint July 1999) 



Box No.V 



_2 

DESIGNATION Of STATES 



made under Rule 4.9(a) (mark :hc applicable check-. s: at least one must he marked)'. 



The following designations are he: 
Regional Patent 

*P ARIPO Patent: CH Ghana. CM Gambia. KE Kenya, LS Lesoiho. Malawi. SD Sudan, SL .Si crra Leone : SZ S^land 

TZ United Republic of Tanzania. UG Ueanda, ZW Zimbabwe, and any other State which is a Contracting State of the Harare 
Protocol and of the PCT ~ 

g] EA Eurasian Patent: AM Armenia, AZ Azerbaijan, BY Belarus. KG K>Tgyzsian. KZ Kazakhstan, MD Republic of Moldova, 
RU Russian Federation, TJ Tajikistan, TM Turkmenistan, and any other State which is a Contracting State of the Eurasian Patent 
Convention and of the PCT ^ . _ 

S EP European Patent: AT Austria, BE Belgium, CH and LI Switzerland and Liechtenstein CY Cyprus, DE Germany, 
DK Denmark, ES Spain, FI Finland, FR France, GB United Kingdom, GR Greece, IE Ireland, IT Itafr • l^mbou^ 
MC Monaco, NL Netherlands, PT Portugal, SE Sweden, and any other State which is a C ntracting State of the European Patent 
Convention and of the PCT ~ 

El OA OAPI Patent: BF Burkina Faso, BJ Benin, CF Central African Republic CG C£ngo, £ xn r^ 

GA Gabon, GN Guinea, G\V Guinea-Bissau, ML Mali, MR Mauritania, NE Niger, SN .Senegal ™ Chad TG ^go and any 
other State which is a member State of OAPI and a Contracting State of the PCT (if other kind of protection or treatment desired, 
specify on dotted line) 

Nation a I Patent (if oilier kind of protection or treatment desired specify on dotted line): 

H AE United Arab Emirates g] LR Liberia 

B AL Albania 0 LS 

g] AM Armenia g] LT 

S AT Austria H LU 

K) AU Australia 0 LV 

H AZ Azerbaijan 0 MA 

Q BA Bosnia and Herzegovina MD 

gj BB Barbados 0 MG ; Madagascar 

H BG Bulgaria 0 MK The former Yugoslav Republic of Macedonia 

0 BR Brazil 

S BY Belarus MN Mongolia 

B CA Canada S] M\V Malawi 



Lesoiho 

Lithuania 

Luxembourg 

Latvia 

Morocco 

Republic of Moldova 



H CH and LI Switzerland and Liechtenstein 



El MX 



5] CN China B NO 

H CR Costa Rica H NZ 

0 CU Cuba (3 PL 

H CZ Czech Republic 0 PT 

H DE Germany ! S RO 

El DK Denmark SI RU 



H DM Dominica 



H SD 



H EE Estonia 0 SE 

S3 ES Spain H SG 

0 FI Finland 0 SI 

0 GB United Kingdom H SK 

0 GD Grenada El SL 

E] GE Georgia H TJ 

□ GH Ghana /- B TM 

El TR 



Hungary 
Indonesia 
Israel . . . 



13. GM Gambia 
BHR Croatia 
0 HU 
S ID 
B IL 
(3 IN 

0 is 
S jp 

a KE 
S KG 
0 KP 



0 TT 

0 TZ 
0 VA 

ate 
a us 



Mexico 

Norway 

N'cw Zealand 

Poland 

Portugal 

F.omania 

Russian Federation 

Sudan 

Sweden 

Singapore 

Slovenia 

Slovakia 

Sierra Leone 

Tajikistan 

Turkmenistan 

Turkey 

Trinidad and Tobago 

United Republic of Tanzania 

Ukraine 

Uganda 

United States of America . . 



Iceland 

Japan 

Kenya 
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BY THIS POWER OF ATTORNEY given this 2© day of A«iu two thousand, 
RHODIA CONSUMER SPECIALTIES LIMITED, a Company duly 
incorporated in England and having its Registered Office at 21Q.-222 Hagley 
Road West, Oldbury, West Midlands (hereinafter called "the Company") 
hereby appoints ROGER GORDON MADGWICK SAVIDGE (hereinafter 
called "the Attorney") to be the true and lawful Agent and Attorney of the 
Company on behalf of and in the name of the Company or otherwise to do, 
perform, exercise and execute or concur with any other person or persons in 
doing, performing, exercising and executing in any country or countries or 
jurisdiction in any part of the world all or any other the following powers, acts, 
deeds and things, that is to say:- 

1 . To make application or to cause application to be made for the grant to 
the Company of any letters patents, trade mark, trade name or design 
and the proper registration thereof and to take all steps necessary for 
the same to be prosecuted and maintained; 

2. As the act and deed of the Company to sign, seal, deliver and execute 
all or any assignments or assurances to the Company of any letters 
patent, registered trade mark, trade name or registered design or any 
application therefore for the purpose of fully and effectually vesting 
and transferring the same into the name of the Company; 

3. As the act and deed of the Company to sign, seal, deliver and execute 
« all or any assignments, assurances, licences or sub-licences from the 

Company of or under any letters patent, registered trade mark, trade 
name or registered design or any application therefor for the purpose of 
fully and effectually vesting, transferring or granting the same into the 
name of a company (whether in the United Kingdom or elsewhere) 
which is a subsidiary or holding company of the Company insofar as 
such documents can be executed without the Company's Seal being 
affixed thereto; 
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4. To sign and execute all documents relating to applications for letters 
patent, registered trade marks, trade names or registered design or the 
renewal thereof or to assignments or assurances of letters, patent or 
applications therefor; 

5. To act in regard to all official communications which may now or 
hereafter be addressed to the Attorney relating to applications for 
letters patents, registered trade marks, trade names or registered 
designs or the renewal thereof in such manner that the Attorney may 
be recognised as the authorised Agent of the Company in all 
proceedings incident thereto; 

6. For or in connection with any letters patent, registered trade mark, 
trade name or registered design or application therefor to sign, seal, 
deliver and execute any Power or Attorney or other deed or document; 

a) authorising any firm of patent agents or trade mark agents in"the 
United Kingdom of Great Britain and Northern Ireland to act on 
behalf of the Company; 

b) authorising any person, persons, firm or company practising as 
patent agents or trade mark agents or otherwise entitled to act 

* 

as agents for all matters relating to trade marks or trade names 
outside the United Kingdom of Great Britain and Northern 
Ireland to act on behalf of the Company; 

7. To initiate or cause to be initiated in any Patent Office or Registry or 
any Trade Mark Registry or other official agency or government 
department or otherwise responsible for the registration or protection of 
trade marks, trade names or designs any proceedings or application 
whatsoever relating to any proprietary rights whether in the name of the 
Company or not and to cause such proceedings or application to be 
maintained or withdrawn; 
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AND THE COMPANY HEREBY RATIFIED AND CONFIRMS and agrees to 
ratify and confirm all and whatsoever the Attorney shall lawfully do or have 
done by virtue of the authorities herein contained. 

IN WITNESS WHEREOF the Company has executed this document as a 
deed the day and year first above written. 

Executed by RHODIA CONSUMER SPECIALTIES LIMITED as a deed and 
signed by: / 



Secretary 



Director . . . 
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1. SAVIDGE, Roger Gordon Madgwick 

2. KINTON , Colin David 
both of 

ALBRIGHT & WILSON UK LIMITED 
PATENTS DEPARTMENT 
P O BOX 3 

210-222 HAGLEY ROAD WEST, OLDBURY, WAR LEY , WEST MIDLANDS B68 ONN , ENGLAND 
to represent the undersigned before [x] all the competent International Authorities 

| [ the International Searching Authority only 
| | ihe International Preliminary Examining Authority only 

in connection with any and all international applications filed by the undersigned with the following Office 

EUROPEAN PATENT OFFICE m as receiving Office 



3nd to malfe cr receive payments on behalf of the undersigned. 



Si S nalure(s) facrcskcrccrcscxcrslr^ ra:i;accchs:cnc:^ 
signs, ij sj ch c opacity is not ob\ious from reading this po wr) : 

for and on behalf of 
ALBRIGHT & WILSON UK LIMITED 



A P CREE, Company Secretary 



Dale: 



Form rCT/Modc! of general power of attorney (for several international applications) (July 1992) 
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The Registrar of Companies for England and Wales hereby certifies 
ALBRIGHT & WILSON UK LIMITED 

having by special resolution changed its name, is now incorporated 
under the name of 

RHODIA CONSUMER SPECIALTIES LIMITED 

Given at Companies House, London, the 10th March 2000 




MRJMAYNE 

For The Registrar Of Companies 
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ABSTRACT 

Personal care compositions contain at least 20% water, 10 to 40% total surfactant and 
2 to 40% of oil, such as a mineral, fatty ester, glyceride, terpene or silicone oil 
wherein said surfactant comprises (a) an oil soluble surfactant having an HLB of from 
2 to 10 in a proportion of from 8:1 to 1:5 based on the weight of oil and (b) a 
hydrophilic surfactant having an HLB greater than 1 1 in a weight proportion of from 
1:1 to 1:30 based on the weight of (a), said water surfactant and oil being present in 
proportions adapted to form an Ij phase having an 1 1 /Li transition temperature greater 
than 25°C. 
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PERSONAL CARE FORMULATIONS 

The present invention relates to shampoo or cleaning compositions suitable for personal 
care applications in the form of Ii mesophase systems containing dispersed oil. 

Dispersing oil in aqueous shampoo and body wash formulations has presented problems. 
To prevent the oil phase separating it must either be: (A) emulsified which involves 
dispersing the oil as colloidal single droplets; (B) microemulsifled which involves 
forming a micellar solution with oil incorporated into surfactant micelles; (C) suspended 
in a structured surfactant system which typically comprises a dispersion of a surfactant 
mesophase in aqueous electrolyte; or (D) incorporated into a water soluble solid, pasty or 
gelatinous composition. 

With the exception of microemulsions which are clear, thermodynamically stable, 
micellar solutions, the foregoing systems are necessarily opaque and contain the oil 
dispersed in a relatively coarse form, which does not deposit satisfactorily on skin or hair. 

However microemulsions are difficult to formulate using the surfactants which are most 
effective in body wash and other personal care formulations and contain relatively low 
concentrations of surfactant. 

We have now discovered that oil may be stably incorporated into the structure of an I } 
phase to form a clear gel-like composition which contains higher concentrations of 
surfactant and oil than conventional microemulsions, but which dissolves in water to 
form a microemulsion. The novel oil-in-Ii compositions also form microemulsions on 
heating. 
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Surfactants are known to form mesophases or liquid crystal phases at^ concentrations 
above approximately 30% by weight based on the weight of water and surfactant. 
Mesophases are phases which exhibit a degree of order intermediate between typical 
liquids and solids. Generally mesophases combine long range order associated with 
crystals, with fast molecular motion common to liquids. 

The formation of detergent mesophases is well documented. Different surfactants and 
surfactant mixtures differ widely in their ability to form the numerous different 
mesophases, and in respect of the conditions of concentration and temperature at which 
they are formed. For a typical surfactant of the type normally used in cleaning products 
the following mesophases are usually observed. The concentrations given are illustrative 
only and may vary considerably from one surfactant or surfactant mixture to the next. 

Below approximately 30% surfactant an isotropic Li phase is formed (with micelles of 
surfactant in water). Above 30% surfactant many detergents form a M phase which is not 
normally used in personal care applications since it dos not show suitable flow 
characteristics and is difficult to dissolve or disperse in water. Above the concentrations 
required to form an M phase, but usually at concentrations of less than 80% active 
surfactant, i.e. 60%-80% a G-phase is formed. At concentrations higher than those 
required, to form a G-phase, i.e. typically greater than 80% active surfactant, most 
surfactants form a hydrated solid, and some, especially non-ionic surfactants form a 
liquid phase containing dispersed micelle sized droplets of water - an inverted micellar 
solution known as an L 2 phase. L 2 detergent systems do not disperse readily in water and 
have a tendency to form undesirable gels, e.g. M phases, on dilution. 

Some surfactants fonn viscous isotropic or VI phases. These are immobile phases 
usually with a vitreous appearance, and have been relatively little studied compared to the 
other phases discussed above. They have been virtually ignored in the context of 
formulating cleaning compositions because most of the surfactants and surfactant systems 
which are commonly used in cleaning compositions do not form VI phases, at least at 
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normal temperatures, or form them only within narrow concentration ranges and because 
their known properties as immobile gels has deterred formulators from investigating 
them. They are recognised as being the most viscous of the lyotropic mesophases. 

The different surfactant phases can be recognised by a combination of appearance, 
rheology, textures under the microscope, electron microscopy and x-ray diffraction or 
neutron scattering. A detailed description, with illustrations, of the difference textures 
observable using a polarising microscope, is to be found in the paper by Rosevear 
JAOCS Vol31,p628. 

The following terms may require explanation or definition: 

The "hydrophilic: lipophilic balance", or "HLB" value is used as a measure of the relative 
affinities of the surfactants for water and oil respectively and correlates with their 
effectiveness as emulsifiers. HLB value can easily be calculated for alcohol ethoxylates 
since it is one fifth of the weight percent of ethylene oxide based on the total mole 
weight. Other surfactants can be assigned equivalent values by applying more 
complicated formulae or by measuring their relative affinity for water and oil. An HLB 
value of 20 represents a completely water soluble oil insoluble surfactant, while an HLB 
value of 0 represents a completely oil soluble and water insoluble surfactant. 

"Optically isotropic" surfactant phases do not normally tend to rotate the plane of 
polarisation of plane polarised light. If a drop of sample is placed between two sheetrof 
optically plane polarising material whose planes are at right angles, and light is shone on 
to one sheet, optically isotropic surfactant samples do not appear substantially brighter 
than their surrounding when viewed through the other sheet. Optically anisotropic 
materials appear substantially brighter. Optically anisotropic mesophases typically show- 
characteristic textures when viewed through a microscope between crossed polarisers, 
whereas optically isotropic phases usually show a featureless continuum. 
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"Newtonian liquids" have a viscosity which remains constant at different ^shear rates. For 
the purpose of this specification, liquids are considered Newtonian if the viscosity does 
not vary substantially at shear rates up to 1000 sec" 1 . 

"Lamellar" phases are phases which comprise a plurality of bilayers of surfactant 
arranged in parallel and separated by liquid medium. They include both solid phases and 
the typical form of the liquid crystal G-phase. G-phases are typically pourable, non- 
Newtonian, anisotropic products. They are typically viscous-looking, opalescent 
materials with a characteristic "smeary" appearance on flowing. They form characteristic 
texture under the polarising microscope and freeze fractured samples have a lamellar 
appearance under the electron microscope. X-ray diffraction or neutron scattering 
similarly reveal a lamellar structure, with a principal peak typically between 4 and lOnni, 
usually 5 to 6nm. Higher order peaks, when present occur at double or higher integral 
multiples of the Q value of the principal peak. Q is the momentum transfer vector and is 

i . ^ 2w [pi] 

related, in the case of lamellar phases, to the repeat spacing d by the equation Q= — 

where n is the order of the peak. 

G-phases, however, can exist in several different forms, including domains of parallel 
sheets which constitute the bulk of the typical G-phases described above and spherulites 
formed from a number of concentric spheroidal shells, each of which is a bilayer of 
surfactant. In this specification the term "lamellar" will be reserved for compositions 
which are at least partly of the former type. Opaque compositions at least predominantly 
of the fatter type in which the continuous phase is a substantially isotropic solution 
containing dispersed spherulites are referred to herein as "G-phase compositions". G- 
phases are sometimes referred to in the literature as L( a i p ha) phases. 

Li -phases are mobile, optically isotropic, and typically Newtonian liquids which show no 
texture under the polarising microscope. Electron microscopy is capable of resolving the 
texture of such phases only at very high magnifications, and X-ray or neutron scattering 
normally gives only a single broad peak typical of a liquid structure, at very small angles 
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close to the reference beam. The viscosity of an L 1 -phase is usually low, but may rise 
significantly as the concentration approaches the upper phase boundary. 

n M-phases M are typically immobile, anisotropic products resembling low melting point 
waxes. They give characteristic textures under the polarising microscope, and a 
hexagonal diffraction pattern by X-ray or neutron diffraction which comprises a major 
peak, usually at values corresponding to a repeat spacing between 4 and lOnm, and 
sometimes higher order peaks, the first at a Q-value which is 3° 5 times the Q-value of the 
principal peak and the next double the Q-value of the principal peak. M-phases are 
sometimes referred to in the literature as H-phases. 

The viscous isotropic or "VI" phases are typically immobile, non-Newtonian, optically 
isotropic and are typically transparent, at least when pure. VI phases have a cubic 
symmetrical diffraction pattern, under X-ray diffraction or neutron scattering, with a 
principal peak and higher order peaks at 2 0 5 and 3 0 5 times the Q-value of the principal 
peak. 

These cubic liquid crystalline phases are sometimes observed immediately following the 
micellar phase at ambient temperature as the concentration of surfactant is increased. It 
has been proposed that such VI phases, sometimes referred to as Ij phase, may arise from 
the packing of micelles (probably spherical) in a cubic lattice. At ambient temperature a 
further increase in surfactant concentration usually results in hexagonal phase (Mi), 
which may be followed by a lamellar phase (G). Ij phases, when they occur, are usually 
only observed over a narrow range of concentrations, typically just above those at which 
the Li -phase is formed. The location of such VI phases in a phase diagram suggests that 
the phase is built up of small closed surfactant aggregates in a water continuum. 

An inverse form of the Ii phase (the I 2 phase) has also been reported, possibly between 
the inverse hexagonal (M 2 ) and L 2 phases. It consists of a surfactant continuum 
containing a cubic array of inverted micelles. An alternative form of the VI phase called 
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the Vi phase has been observed at concentrations between the M and Cephases and may 
comprise a bicontinuous system. This may exhibit an even higher viscosity than the 
An inverse phase, the V 2 phase, between the G and M2 phases has also been postulated. 

VI phases are typically examples of "ringing gels". When a jar or beaker containing 
such a phase is sharplv struck, a distinctive vibration can be felt in the composition. 

The I1/L1 transition temperature will be referred to herein as the melting point of the Ii 
phase for convenience, although it is not strictly speaking the melting point since the VI 
phases are not solids. 

All references herein to the formation or existence of specific phases or structures are to 
be construed, unless the context requires otherwise, as references to their formation or 
existence at 20°C. 

Hexagonal gels (M-phase) have been referred to in the prior art as cleaning compositions, 
e.g. GB 2 179 055, EP I 153 837 and colloidal gels formed with gelling agents such as 
synthetic polymers or gelatin have also been suggested, e.g. US 4 465 663. 

However . these compositions cannot be readily dissolved in water to form 
microemulsions. They are moreover usually opaque and of an unattractive appearance 
and often require the presence of solvents such as glycols which add to the cost and are 
environmentally undesirable. 

The use of a type of ringing gel to suspend oil for cosmetic or pharmaceutical 
applications was described in US 4 026 818 but the formulation requires the presence of 
hydroxylic solvents and utilises a surfactant system which is unsuitable for shampoo 
applications. EP O 598 335 describes the use of various cubic phases including I] phases 
as laundry prespotters and for other cleaning formulations. If does not suggest how such 
phases could be used to suspend oil or form microemulsions. Normally attempts to 
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suspend oil in surfactant mesophases result in coarse droplets of oil being suspended in 
the aqueous phase of a structured surfactant. 

Our invention provides a concentrated personal cleansing composition comprising, by 
weight of the composition, at least 20% water, 10 to 40% total surfactant and 2 to 40% of 
oil, such as a mineral, fatty ester, glyceride, terpene or silicone oil wherein said surfactant 
comprises (A) an oil soluble surfactant having an HLB of from 2 to 10 in a proportion of 
from 8:1 to 1:5 based on the weight of oil and (B) a hydrophilic surfactant having an 
HLB greater than 11, in a weight proportion of from 1:1 to 1:30 based on the weight of 
(A), said surfactant water and oil being present in proportions adapted to form an Ii phase 
having an 1\/L\ transition temperature greater than 25°C. 

The surfactants are preferably selected to provide an Ii phase over a comparatively broad 
surfactant concentration range e.g. more than ± 5% or greater, which range typically lies 
above 15% by weight total surfactant based on the weight of the composition e.g. 
between 20% and 40% by weight surfactant usually between 25% and 60%. 
The surfactants are preferably selected to provide an Ii phase which melts above 30°C 
e.g. above 35°C, most preferably above 40°C. Preferably the Ij phase melts at a 
temperature substantially below 100°C, e.g. below 90°C, more preferably below 80°C, 
most preferably below 70°C, especially below 60°C, typically below 55°C, usually below 
50°C. 

The surfactant mixture preferably has a mean HLB based on the molar proportions of the 
components between 10 and 15 e.g. 1 1 to 14. The surfactants preferably comprise non- 
ionic surfactants such as ethoxylated alcohols. It has been found that highly ethoxylated 
fatty alcohols, e.g. more than 10 EO groups, preferably more than 15 EO groups, 
especially 18 to 50 EO groups form I| phases particularly readily. 

Other non-ionic surfactants which may be present include:- 



alkyl phenol ethoxylates, fatty acid ethoxylates, fatty acid monoalkylolamide ethoxylates, 
fatty alcohol propoxylates, fatty anime alkoxylates and fatty acid glyceryl ester 
ethoxylates. Other non-ionic compounds suitable for inclusion in compositions of the 
present invention include mixed ethylene oxide propylene oxide block copolymers, low- 
relative molecular mass polyethylene glycols e.g. PEG600 and PEG200, ethylene glycol 
monoesters, amine oxides and alkyl polyglycosides, alkyl sugar esters including alkyl 
sucrose esters and alkyl oligosaccharide ester, alkyl capped polyvinyl alcohol and alkyl 
capped polyvinyl pyrrolidone. 

Compositions of the invention may also comprise anionic surfactants, in addition to or 
instead of non-ionic surfactants. Anionic surfactant may comprise a C 10-20 alkyl benzene 
sulphonate or an alkyl ether sulphate which is preferably the product obtained by 
ethoxylating a natural fatty or synthetic C10-20 e.g. a C12-14 alcohol with from 1 to 20, 
preferably 2 to 10 e.g. 3 to 4 ethyleneoxy groups, optionally stripping any unreacted 
alcohol, reacting the ethoxylated product with a sulphating agent and neutralising the 
resulting alkyl ether sulphuric acid with a base. The term also includes alkyl glyceryl 
sulphates, and random or block copolymerised alkyl ethoxy/propoxy sulphates. 

The anionic surfactant may also comprise, for example, C10-20 e.g. C12-18 alkyl sulphate. 

The surfactant may comprise a Cg.2o e.g. Cio-20 aliphatic soap. The soap may be saturated 
or unsaturated, straight or branched chain. 

Preferred examples include dodecanoates, myristates, stearates, oleates, linoleates, 
linoleates and palmitates and coconut and tallow soaps. 

The surfactant may include other anionic surfactants, such as olefin sulphonates. paraffin 
sulphonates, taurides, isethionates, ether sulphonates, ether carboxylates, aliphatic ester 
sulphonates e.g. alkyl glyceryl sulphonates, sulphosuccinates or sulphosuccinamates. 
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The cation of any anionic surfactant is typically sodium but may alternatively be 
potassium, lithium, calcium, magnesium, ammonium, or an alkyl ammonium having up 
to 6 aliphatic carbon atoms including isopropyl ammonium, monoethanol ammonium, 
diethanol ammonium, and methanol ammonium. 

Ammonium and ethanol ammonium salts are generally more soluble than the sodium 
salts. Mixtures of the above cations may be used. 

The composition may contain amphoteric surfactants such as betaines sulphobetaines, 
amido betaines or imidazoline betaines. 

The Ii phase may be conveniently prepared by mixing the oil and oil soluble surfactant 
and adding sufficient water to the water soluble surfactant to maintain a lamellar phase. 
The oil and oil soluble surfactant may be stirred into the lamellar composition at elevated 
temperature, above the melting point of the desired Ii phase. The composition is then 
diluted with hot water until a microemulsion is formed and then cooled to solidify it into 
the Ii phase. 

The oil is preferably a mineral oil (e.g. a low molecular weight petroleum ether having, 
for example, a boiling point below 120°C e.g. below 100°C especially below 80°C) or a 
lower molecular weight fatty ester (e.g. one having less than 25 carbon atoms) such as 
isopropyl esters of lauric isostearic or palmitic acids or their ethyl analogues. Other oils, 
including higher mol weight fatty esters, e.g. oleyl oleate, fatty glycerides, terpene oils 
such as limonene or silicone oils may present difficulties in providing clear compositions. 
Such oils can nevertheless be incorporated in clear formulations by blending with 
sufficient mineral oil (preferably low molecular weight mineral oil). The amount 
required varies according to the nature of the oil. Typically the blend contains at least 
16%, based on the total weight of oil, of the mineral oil, especially 30 to 80%, typically 
40 to 60%. Particularly preferred are vegetable oils such as coconut, evening primrose, 
groundnut, meadow foam, apricot kernel, peach kernel, avocado, jojoba and olive oil. 
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Oil soluble cosmetic or topical pharmaceutical ingredients may be dissolve in the oil 
including antiseptics, styptics, antidandruff agents such as zinc omadine (zinc pyrithione) 
and selenium disulphide, proteins, emollients such as lanolin, isopropyl myristate, 
glyceryl isostearate or propylene glycol distearate, dyes, perfumes and waxes. Water 
insoluble particulate solids including exfoliants such as talc, clays, polymer beads, 
sawdust, silica, seeds, ground nutshells and dicalcium phosphate, pearlisers such as mica 
or glycerol or ethylene glycol mono- or di-stearate, glitter additives and sunscreens such 
as titanium dioxide may be dispersed in the hot microemulsion prior to cooling. Porous 
particles (so called micro-sponges) containing absorbed active ingredients or gelatin or 
other microcapsules may be suspended. Other active ingredients which may be 
suspended include insect repellants and topical pharmaceutical preparations, e.g. 
preparations for treatment of acne, fungicides for athlete's foot or ringworm or antiseptics 
or antihistamines. Pigments, such as the iron oxides, may also be added. 

Electrolytes tend to break Ii phase structure and are preferably present in concentrations 
below 10% based on total weight of the compositions, more preferably below 5%, e.g. 0 
to 3%, most preferably 0 to 1%. Generally we prefer that electrolyte be substantially 
absent. Adventitious chloride or sulphate present as impurities in the surfactant can be 
tolerated. Small amounts of builder such as citrates, pyrophosphates, polyphosphates 
may optionally be included. 

Water soluble solvents are generally undesirable and are not required to form stable Ij 
structures according to the invention. We therefore prefer that they should ~be 
substantially absent. Although small amounts of, for example, ethanol or propanol or of 
a water miscible polyhydric alcohol or alcohol ester may sometimes be desired for 
special purposes, they are preferably present in amounts less than 5% by weight, more 
preferably less than 3% by weight, most preferably less than 2% by weight, e.g. less than 
1% by weight. 



The composition may optionally contain hydrotropes such as sodium lower alkyl benzene 
sulphonate e.g. sodium toluene, xylene or cumene sulphonate or urea, however these are 
not generally necessary and are not generally preferred. We prefer that these should be 
present in quantities less than 5% by weight, more preferably less than 4%, especially 
less than 2% e.g. 0 to 1%. They may be useful occasionally to avoid haziness of the gel. 

The total amount of water is preferably from 25 to 60% by weight of the composition, 
more preferably 30 to 50%, e.g. 35 to 50%. The total weight percentage of surfactant 
based on the weight of the composition is preferably from 15 to 35%, e.g. 20 to 30%. 
The proportion of oil is preferably greater than 5%, more preferably greater than 8%, e.g. 

10 to 30%, especially 15 to 25% by weight based on the weight of the composition. The 

011 soluble surfactant is preferably present in a proportion of more than 1:5 based on the 
weight of oil, more preferably from 1:2 to 5:1. The oil soluble surfactant preferably has 
an HLB of from 3 to 9 e.g. 4 to 8. 

The weight ratio of water soluble surfactant to oil soluble surfactant is preferably 1:1 to 
30:1, more preferably 2:1 to 20:1, typically 3:1 to 15:1, e.g. 4:1 to 10:1. The water 
soluble surfactant preferably has an HLB greater than 12, more preferably greater than 
13, especially 14 to 19. 

The product may be cast into shaped bodies or formed into particles or granules, e.g. by 
spray cooling a hot solution of the Li phase formed on melting the composition. 

The composition may be converted into a microemulsion phase by addition of water, by 
heating above the melting point or by adding electrolyte such as salt and the invention 
includes Li phases when so prepared. 
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The invention will be illustrated by the following examples: 
Example 1 

The following ingredients were mixed at 60°C and cooled to form a ringing gel: 



Component 


Solids (%) 


wAv {%} 

www FT \ / V [ 


MINERAL OIL (100%) 


20 


20 


"EMPICOL"® 025 1 /70 J (70%) 


11.2 


16 


"EMPIGEN"® BB (30%) 


4.8 


16 


"GLUCAPON"® 215 CS UP (65%) 


6 


9.2 


"EMPILAN"® KB 2 (100%) 


7.5 


7.5 


SODIUM CHLORIDE (100%) 


2 


2 


PERFUME (100%) 


0.5 


0.5 


ETHYLENE DIAMINE TETRACETIC ACID (100%) 


0.1 


0.1 


CITRIC ACID (100%) 


0.2 


0.2 


BENZOIC ACID (100%) 


0.3 


0.3 


SODIUM HYDROXIDE (47%) 


0.1 


0.2 


WATER 




Balance 



The method of mixing comprised the following steps:- 
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1 . Charge 50% of water 

2. . Heatto60°C 

3. Add EDTA, sodium benzoate, citric acid and 47% NaOH dissolve with stirring 

4. Add "EMPIGEN" BB 

5. Add mineral oil and disperse with stirring 

6. Add "EMPILAN" KB 2 and mix thoroughly 

7. Add "EMPICOL" 0251/70j 

8 Add remaining water 

9 Add "GLUCAPON" 2 1 5 CS UP 

10. Add further KB 2 until clear 

11. Cool 

1 2. Add evaporated water 

13. Adjust pH 



Physical Data 

pH(10%) :5.5± 0.1 Density @20°C : 1.0 ± 0.1 g cm -3 

Solids (%) : ~ 53% (typical) Appearance : Clear or Hazy Gel 

Odour : Characteristic Set Point (typical) : 30°C 

Viscosity @ 20°C : N/A 

The product was examined by x-ray diffraction and exhibited peaks at 13.145nm (intense 
and sharp), 7.943nm (ill defined) and 6.355nm (small), indicating cubic symmetry, arid 
formed a clear microemulsion on dilution or heating. The latter gave good even 
distribution of oil applied to skin. 



Example 2 
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The following ingredients were mixed at 60°C and cooled to form a ringing gel: 



Component 


Solids (%) 


w/\v (%} 


MINERAL OIL (100%) 


1 s 


1 s 


"EMPICOL"® CDL30J/35 (22%) 


8 


4 


"EMPIGEN"® BB C30%) 


o 


?fi 7 
^o. / 


"EMPICOL"® 0785 (40%) 


2 


5 


"EMPILAN"® KB2 (100%) 


6 


6 


"EMPILAN"® KB6 (100%) 


6 


6 


CITRIC ACID (100%) 


0.5 


0.5 


PERFUME (100%) 


0.2 


0.2 


ETHYLENE DIAMINE TETRACETIC ACID (100%) 


0.2 


0.2 


"KATHON"® 




0.2 


WATER 




Balance 


TOTAL 


45.8 


100 



Physical Data 

Appearance : Clear Liquid/Gel Odour : Characteristic Odour 

Solids : 36.5% (typical) pH (100%) . : 5.5 - 6.5 (typical 

Odour : Characteristic Set Point : 20 ± 5°C 

Viscosity (Carfimed Rheometer @ 20°C : N/A 

The product had small angle x-ray diffraction peaks characteristic of cubic symmetry and 
formed a clear microemulsion on dilution with water or warming. The latter gave good 
even deposition of oil on skin. 
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Examples 3 and 4 



The following ingredients were mixed at 60°C and cooled to form ringing gels: 



Component 


1 


2 


Solids (%) 


w/w (%) 


Solids (%) 


w/w (%) 


"EMPIGEN"® CDL30J/35 (22%) 


8 


36.4 


8 


36.4 


"EMPIGEN"® BB (30%) 


8 


26.7 


8 


26.7 


"EMPICOL"® LB40 (40%) 


4 


7.5 


3 


7.5 


"EMPICOL"® CVH (90%) 


4 


4 






"EMPILAN"® KB2 (100%) 


5.5 


5.5 


6 


6 


TPJETHANOLAMINE (100%) 


1.1 


1.1 






CITRIC ACID 


1 


0.75 


0.75 


0.75 


ETHYLENE DIAMINE 










TETRACETIC ACID 


0.05 


0.05 


0.05 


0.05 


"KATHON"® CG (100%) 


0.05 


0.05 


0.05 


0.05 


LIGHT MINERAL (100%) 


14 


14 


20 


20 


WATER 




Balance 




Balance 


TOTAL 


45.7 


100 


46.1 


100 


Appearance 


Clear Gel 


Clear Gel 



The following ingredients were mixed at 60 °C and cooled to form a clear 'ringing' gel. 



Example 5 



Component 


Solids (%) 


WAV (%) 


LIGHT MINERAL OIL ("KRISTOL" ® Ml 4) (100 %) 


18 


18 


"EMPICOL" ® 0251 70 J (70 %) 


12 


17.2 


"EMPICOL" ® CED5 FL (100 %) 


5 


5 


"EMPILAN" ® KBE2 (100 %) 






"EMPILAN" ® KB6 (100 %) 


~> 




"EMPIGEN" ® BB (30 %) 


3 


10 


SODIUM CHLORIDE (100 %) 


4 


4 


GLYCEROL (100%) 


2 


2 


SODIUM HYDROXIDE (50 %) 


0.4 


0.8 


ETHYLENE DIAMINE TETRACETIC ACID (100 %) 
Na SALT 


0.1 


0.1 


CITRIC ACID (100%) 


0.2 


0.2 


SODIUM BENZOATE (100 %) 


0.3 


0.3 


WATER 




Balance 



Example 6 



Component 


Solids (%) 


WAV (%) 


HEAVY MINERAL OIL ("KRISTOL" ® M70) (100 %) 


18 


18 


"EMPICOL" ® 025 1 70 J (70 %) 


10.5 . 


15 


"EMPICOL" ® CED5 FL (100 %) 


6 


6 


"EMPILAN" ® KB2 (100 %) ' 


3.5 


3.5 


"EMPILAN" ® KB 12 (100 %) 


5 


5 


"EMPIGEN" ® BB (30 %) 


3 


10 -•■ 


SODIUM CHLORIDE (100 %) 


4 


4 


GLYCEROL (100%) 


2 


2 


SODIUM HYDROXIDE (50 %) 


0.5 


1.0 


ETHYLENE DIAMINE TETRACETIC ACID (100 %) 
Na SALT 


0.1 


0.1 


CITRIC ACID (100%) 


0.2 


0.2 


SODIUM BENZOATE (100 %) 


0.3 


0.3 


WATER 




Balance 



Physical Data 



Density @20°C : 1.0+/- 0.1 



pH(10%) 



: 5.5+/- 0.5 



Appearance: Clear or hazy gel 
Set point (typical): 35 +/- 5°C 



Odour 



: Characteristic 



Viscosity @ 20°C: N/A 



Method for examples 5 and 6 



i) 



Charge water and heat to 60°C. 



ii) Add EDTA, sodium benzoate, citric acid and NaOH. Dissolve with stirring. 

iii) Add "EMPICOL" CED5 FL and mix thoroughly. 

iv) Add glycerol. 

v) Add NaCl and disperse with stirring. 

vi) Add "EMPILAN" KBE2 and "EMPILAN" KB6 or "EMPILAN" KB 12. Disperse 
with stirring. 

vii) Add "EMPIGEN" BB. 

viii) Add mineral and disperse with stirring. 

ix) Add 4i EMPICOL" 025 1 70J and disperse with stirring. 

x) Add additional nonionic surfactant to clear (if necessary). 

xi) Cool to 40°C. 

xii) Add evaporated water 

xiii) ^Adjust pH and offload. 



Example 7 



Component 


Solids (%) 


WAV (°/o) 


LIGHT MINERAL OIL C'KRISTOL" ® M14) (100 %) 


9 


9 


DOW CORNING DC 556 SILICONE FLUID (100 %) 


9 


9 


"EMPICOL" 0251 70 J (70 %) 


12 


17.2 


"EMPICOL" CED5 FL (100 %) 


5 


5 


"EMPILAN" KB2 (100 %) 


3.5 


3.5 


"EMPILAN" KB 12 (100 %) 


3.5 


3.5 


"EMPIGEN" BB (30%) 


3 


10 


SODIUM CHLORIDE (100 %) 


4 


4 


GLYCEROL (100%) 


2 


2 


SODIUM HYDROXIDE (50 %) 


0.4 


0.8 


ETHYLENE DIAMINE TETRACETIC ACID (100 %) 
Na SALT 


0.1 


0.1 


CITRIC ACID (100%) 


0.2 


0.2 


SODIUM BENZOATE (100 %) 


0.3 


0.3 


WATER 




Balance 



The formulation forms a microemulsion at 60 C and forms a gel when cooled to ambient 
temperature. 
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Example 8 



Component 


Solids (%) 


WAY (%) 


HEAVY MINERAL OIL ("KRISTOL" ® M70) (100 %) 


15 


15 


"CERAPHYL" ® GA-D (100 %) 


5 


5 


"EMPICOL" 0251 70 J (70 %) 


12 


17.2 


"EMPICOL" CED5 FL (100 %) 


5 


5 


"EMPILAN" KBE2 ( 1 00 %) 


3.0 


3.0 


"EMPILAN" KB 12 (100 %) 


4.5 


4.5 


"EMPIGEN" BB (30%) 


3 


10 


SODIUM CHLORIDE (100 %) 


4 


4 


GLYCEROL (100%) 


2 


2 


SODIUM HYDROXIDE (50 %) 


0.4 


0.8 


ETHYLENE DIAMINE TETRACETIC ACID (100 %) 
Na SALT 


0.1 


0.1 


CITRIC ACID (100%) 


0.2 


0.2 


SODIUM BENZOATE (100 %) 


0.3 


0.3 


WATER 




Balance 



A hazy/opaque emulsion is formed at 60°C and cools to form a clear 'ringing' gel at 
ambient temperature. 



Physical Data 



Density @ 20°C : 1.0 +/- 0.1 
Appearance: Clear or hazy gel 
Set point (typical): 35 +/- 5°C 



pH(10%) : 5.5+/- 0.5 
Odour : Characteristic 

Viscosity @20°C:N/A 



Method for examples 7 and 8 



i) Charge water and heat to 60°C. 

ii) Add EDTA, sodium benzoate, citric acid and NaOH. Dissolve with stirring. 

iii) Add "EMPICOL" CED5 FL and mix thoroughly. 

iv) Add glycerol. 

v) Add NaCl and disperse with stirring. 

vi) Add "EMPILAN" KBE2 and "EMPIL AN" KB 1 2. Disperse with stirring. 

vii) Add "EMPIGEN" BB. 

viii) Blend 50/50 oil phase - oil and cosmetic ingredient. Add to aqueous surfactant 
solution. Disperse with stirring to form homogeneous emulsion. 

ix) Add "EMPICOL" 025 1 70J and disperse. 

x) Cool to 40°C. 

xi) Add evaporated water. 

xii) Adjust pH and offload. 

If gel is opaque, re-heat and add additional nonionic surfactant or water. 



Example 10 



\_ompoiieni 


oOHQS ( Vo) 


\\/f\\r to/ \ 
VV/VV (vo) 


JLlLiril MliNtKAL UlL, ( KKlo 1 UL (8) M14J (1U0 /o) 


10 


10 


MILrL Y UL Qs> o 1 o ( 1 0U Vo) 


10 


10 


"EMPICOL 55 ® 0251 70 J (70 %) 


n 


15.7 


hMriCUL (S) ChD5 rL (100 %) 


6 


6 


bMrlLAN Qs) KJ3b2 (100 %) 


3.5 


3.5 


bMrlLAiN KB 12 (100 %) 


5 


5 


HiVlrlOJDlN "vEV DD (JU /O) 


i 


1 A 
1U 


SODIUM CHLORIDE (100 %) 


5 


5 


GLYCEROL (100%) 


1 


1 


SODIUM HYDROXIDE (50 %) 


0.5 


1 


ETHYLENE DIAMINE TETRACETIC ACID (100 %) 
Na SALT 


0.1 


0.1 


CITRIC ACID (100%) 


0.2 


0.2 


SODIUM BENZOATE (100 %) 


0.3 


0.3 


WATER 




Balance 



Forms a microemulsion at 60°C and a 'ringing' gel is obtained after cooling. 



Example 11 



Component 


Solids (%") 


WAV (%) 


LIGHT MINERAL OIL ("KRJSTOL" ® Ml 4) (100 %) 


10 


10 


"MIGLYOL" ® 840 


10 


10 


"EMPICOL" ® 0251 70 J (70 %) 


11 


15.7 


"EMPICOL" ® CED5 FL (100 %) 


6 


6 


"EMPILAN" KBE2 (100 %) 


3.5 


3.5 


"EMPILAN" ® KB 12 (100 %) 


5 


5 


"EMPIGEN" ® BB (30 %) 


3 


10 


SODIUM CHLORIDE (100 %) 


5 


5 


GLYCEROL (100%) 


1 


1 


SODIUM HYDROXIDE (50 %) 


0.5 


1 


ETHYLENE DIAMINE TETRACETIC ACID (100 %) 
Na SALT 


0.1 


0.1 


CITRIC ACID (100%) 


0.2 


0.2 


SODIUM BENZOATE (100 %) 


0.3 


0.3 


WATER 




Balance 



Physical Data 



Density @20°C : 1.0+/- 0.1 
Appearance: Clear or hazy gel 
Set point (typical): 35 +/- 5°C 



pH(10%) : 5.5+/- 0.5 
Odour : Characteristic 

Viscosity @ 20°C: N/A 



Method for examples 9. 10 and 11 

i) Blend 50/50 oil phase - oil and cosmetic ingredient. Heat to 60°C. 

ii) Add glycerol and stir to disperse. 

iii) Add "EMPIL AN" KBE2 and "EMPIL AN" KB 1 2. Disperse with stirring. 

iv) Add "EMPICOL" CED5 FL. 

v) Add "EMPIGEN" BB. 

vi) Add "EMPICOL" 025 1 70J. 

vii) Add EDTA, citric acid, sodium benzoate and NaCl. Disperse with stirring. 

viii) Add water. 

ix) Add NaOH. 

x) Coolto40°C. 

xi) Add evaporated water. 

xii) Adjust pH and offload. 



Example 12 



Component 


Solids (%) 


WAV ( °/«/> 


EMOLLIENT - FATTY ACID ESTER (100 %) 


20 


20 


"EMPICOL" ® 025 1 70 J (70 %) 


12 


17.2 


"EMPICOL" ® CED5 FL (100 %) 


5 


5 


"EMPILAN" ® KB6(100%) 


5 


5 


"EMPIGEN" ® BB (30 %) 


3 


10 


SODIUM CHLORIDE (1 00 %) 


5 


5 


GLYCEROL (100 %) 


1 


1 


SODIUM HYDROXIDE (50 %) 


0.4 


0.8 


ETHYLENE DIAMINE TETRACETIC ACID (100 %) 
Na SALT 


0.1 


0.1 


CITRIC ACID (100%) 


0.2 


0.2 


SODIUM BENZOATE (100 %) 


0.3 


0.3 


WATER 




Balance 



Clear gels have been prepared using the following fatty acid esters: 

Isopropyl laurate ("ESTOL" ® IPL 1505) 
Isopropyl myristate ("ESTOL" ® IPM 1512) 
Isopropyl palmitate ("ESTOL" ® IPP 1517) 
Isopropyl isostearate ("SCHERCOMOL" ® 318) 



Physical Data 



Density @20°C : 1.0+/- 0.1 
Appearance: Clear or hazy gel 
Set point (typical): 35 +/- 5°C 

Method for example 12 



pH(10%) : 5.5+/- 0.5 
Odour : Characteristic 

Viscosity @ 20°C: N/A 



i) Heat oil phase to 60°C 

ii) Add "EMPILAN" KB6 and stir to disperse. 

iii) Add glycerol and stir to disperse. 

iv) Add "EMPIGEN" BB. 

v) Add "EMPICOL" CED5 FL. 
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vi) 


Add "EMPICOLr 0251 70J. 


vii) 

▼ M.MJ 


Add EDTA, NaCL sodium benzoate and citric acid. Stir to disperse. 


viii) 


Add water. 


\\) 


A AA *MaOT4 
AuQ IN awil. 


x) 


Cool to 40°C. 


xi) 


Add evaporated water. 


xii) 


Check pH (10%). 


xiii) 


Adjust pH and offload. 



The products in each case exhibited cubic symmetry and formed clear microemulsions or 
dilution with water or heating. The registered trade marks noted above have the 
following significance:- 

"EMPICOL" CVH is a C 8 alkyl ether carboxylic acid 

"EMPICOL" LB40 is a C 8 C 10 alkyl sulphate 

"EMPICOL" 0251/70J is a Ci 2 -i4 alkyl 3 mole ethoxy sulphate 

"EMPICOL" 9758 is a C, 0 alkyl sulphate 

"EMPICOL" CED 5FL is lauryl 6 mole ethoxy carboxylic acid 

"EMPIGEN" BB is a C 12 -i4 alkyl betaine 

"EMPIGEN" CDL is coconut ampho acetate 

"EMPILAN" KB2 is a Ci 2 -i 4 alkyl 2 mole ethoxylate 

"EMPILAN" KB 6 is a C J2 -i4 alkyl 6 mole ethoxylate 

"EMPILAN" KB12 is a C, 2 .| 4 alkyl 12 mole ethoxylate 

"GLUCAPON" 215CS is a C 8 ., 0 alkyl polyclucoside D.P. 1.5 

"KATHON" CG is a proprietary biocide 

"DOW CORNING" DC556 is phenyl trimethicone 

"CERAPHYL" GA-D is maleated soya bean oil 

"MIGLYOL" 810/S12S is capric/caprylic triglyceride 

"MIGLYOL" is capric/caprylic/linoleic trigyceride 

"MIGLYOL" 840 is dipropylene glycol dicaprylate/dicaprate 
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MPD315/PCT 

CLAIMS 

1. A concentrated personal cleansing composition comprising, by weight of the 
composition, at least 20% water, 10 to 40% total surfactant and 2 to 40% of oil 
wherein said surfactant comprises (A) an oil soluble surfactant having an HLB of 
from 2 to 10 in a proportion of from 8:1 to 1:5 based on the weight of oil and (B) a 
hydrophilic surfactant having an HLB greater than 1 1, in a weight proportion of from 
1:1 to 1:30 based on the weight of (A), said surfactant water and oil being present in 
proportions adapted to form an l\ phase having an l\fL\ transition temperature greater 
than 25°C. 

2. A composition according to claim 1 wherein the total surfactant has a mean HLB 
between 10 and 15. 

3. A composition according to claim 1 wherein said oil comprises a mineral, fatty ester, 
glyceride, terpene or silicone oil 

4. A composition according to either of claims 1 and 3 wherein the oil comprises at least 
16% based on the weight of oil, of a mineral oil. 

5. A method for preparing a composition according to claim 1 comprising : (i) forming a 
mixture (a) of said oil and said oil soluble surfactant; (ii) mixing said mixture (a)'with 
a mixture (b) of said water soluble surfactant and sufficient water to form a lamellar 
phase with said water soluble surfactant; (iii) maintaining said mixture of (a) and (b) 
above the l\/L\ transition temperature of said composition while diluting said mixture 
of (a) and (b) with water to form said composition; and (iv) cooling said composition 
below the l\/L\ transition temperature. 
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MPL315 



PERSONAL CARF FORMULATIONS 

The present invention relates to shampoo or cleaning compositions suitable for personal 
care applications in the form of Ii mesophase systems containing dispersed oil. 

Dispersing oil in aqueous shampoo and body wash formulations has presented problems. 
To prevent the oil phase separating it must either be: (A) emulsified which involves 
dispersing the oil as colloidal single droplets; (B) microemulsified which involves 
forming a micellar solution with oil incorporated into surfactant micelles; (C) suspended 
in a structured surfactant system which typically comprises a dispersion of a surfactant 
mesophase in aqueous electrolyte; or (D) incorporated into a water soluble solid, pasty or 
gelatinous composition. 

With the exception of microemulsions which are clear, thermodynamically stable, 
micellar solutions, the foregoing systems are necessarily opaque and contain the oil 
dispersed in a relatively coarse form, which does not deposit satisfactorily on skin or hair. 

However microemulsions are difficult to formulate using the surfactants which are most 
effective in body wash and other personal care formulations and contain relatively low 
concentrations of surfactant. 

We have now discovered that oil may be stably incorporated into the structure of an 1 1 
phase to form a clear gel-like composition which contains higher concentrations of 
surfactant and oil than conventional microemulsions, but, which dissolves in water to 
form a microemulsion. The novel oil-in-I) compositions also form microemulsions on 
heating. 
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Surfactants are known to form mesophases or liquid crystal phases at concentrations 
above approximately 30% by weight based on the weight of water and surfactant. 
Mesophases are phases which exhibit a degree of order intermediate between typical 
liquids and solids. Generally mesophases combine long range order associated with 
crystals, with fast molecular motion common to liquids. 

The formation of detergent mesophases is well documented. Different surfactants and 
surfactant mixtures differ widely in their ability to form the numerous different 
mesophases, and in respect of the conditions of concentration and temperature at which 
they are formed. For a typical surfactant of the type normally used in cleaning products 
the following mesophases are usually observed. The concentrations given are illustrative 
only and may vary considerably from one surfactant or surfactant mixture to the next. 

Below approximately 30% surfactant an isotropic L, phase is formed (with micelles of 
surfactant in water). Above 30% surfactant many detergents form a M phase which is not 
normally used in personal care applications since it dos not show suitable flow 
characteristics and is difficult to dissolve or disperse in water. Above the concentrations 
required to form an M phase, but usually at concentrations of less than 80% active 
surfactant, i.e. 60%-80% a G-phase is formed. At concentrations higher than those 
required to form a G-phase, i.e. typically greater than 80% active surfactant, most 
surfactants form a hydrated solid, and some, especially non-ionic surfactants form a 
liquid phase containing dispersed micelle sized droplets of water - an inverted micellar 
solution known as an L 2 phase. L 2 detergent systems do not disperse readily in water and 
have'a tendency to form undesirable gels, e.g. M phases, on dilution. 
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Some surfactants form viscous isotropic or VI phases. These are ^immobile phases 
usually with a vitreous appearance, and have been relatively little studied compared to the 
other phases discussed above. They have been virtually ignored in the context of 
formulating cleaning compositions because most of the surfactants and surfactant systems 
which are commonly used in cleaning compositions do not form VI phases, at least at 
normal temperatures, or form them only within narrow concentration ranges and because 
their known properties as immobile gels has deterred formulators from investigating 
them. They are recognised as being the most viscous of the lyotropic mesophases. 

The different surfactant phases can be recognised by a combination of appearance, 
rheology, textures under the microscope, electron microscopy and x-ray diffraction or 
neutron scattering. A detailed description, with illustrations, of the difference textures 
observable using a polarising microscope, is to be found in the paper by Rosevear 
JAOCS Vol31,p628. 

The following terms may require explanation or definition: 

The "hydrophilic: lipophilic balance", or "HLB" value is used as a measure of the relative 
affinities of the surfactants for water and oil respectively and correlates with their 
effectiveness as emulsifiers. HLB value can easily be calculated for alcohol ethoxylates 
since it is one fifth of the weight percent of ethylene oxide based on the total mole 
weight. Other surfactants can be assigned equivalent values by applying more 
complicated formulae or by measuring their relative affinity for water and oil. An HLB 
value of 20 represents a completely water soluble oil insoluble surfactant, while an HLB 
value of 0 represents a completely oil soluble and water insoluble surfactant. 



"Optically isotropic" surfactant phases do not normally tend to rotate the plane of 
polarisation of plane polarised light. If a drop of sample is placed between two sheets of 
optically plane polarising material whose planes are at right angles, and light is shone on 
to one sheet, optically isotropic surfactant samples do not appear substantially brighter 
than their surrounding when viewed through the other sheet. Optically anisotropic 
materials appear substantially brighter. Optically anisotropic mesophases typically show 
characteristic textures when viewed through a microscope between crossed polarisers, 
whereas optically isotropic phases usually show a featureless continuum. 

"Newtonian liquids" have a viscosity which remains constant at different shear rates. For 
the purpose of this specification, liquids are considered Newtonian if the viscosity does 
not vary substantially at shear rates up to 1000 sec' 1 . 

"Lamellar" phases are phases which comprise a plurality of bilayers of surfactant 
arranged in parallel and separated by liquid medium. They include both solid phases and 
the typical form of the liquid crystal G-phase. G-phases are typically pourable, non- 
Newtonian, anisotropic products. They are typically viscous-looking, opalescent 
materials with a characteristic "smeary" appearance on flowing. They form characteristic 
texture under the polarising microscope and freeze fractured samples have a lamellar 
appearance under the electron microscope. X-ray diffraction or neutron scattering 
similarly reveal a lamellar structure, with a principal peak typically between 4 and lOnm, 
usually 5 to 6nm. Higher order peaks, when present occur at double or higher integral 
multiples of the Q value of the principal peak. Q is the momentum transfer vector and is 

related, in the case of lamellar phases, to the repeat spacing d by the equation Q- - 

where n is the order of the peak. 
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G-phases, however, can exist in several different forms, including domains of parallel 
sheets which constitute the bulk of the typical G-phases described above and spherulites 
formed from a number of concentric spheroidal shells, each of which is a bilayer of 
surfactant. In this specification the term "lamellar" will be reserved for compositions 
which are at least partly of the former type. Opaque compositions at least predominantly 
of the latter type in which the continuous phase is a substantially isotropic solution 
containing dispersed spherulites are referred to herein as "G-phase compositions". G- 
phases are sometimes referred to in the literature as L(ai P ha) phases. 

Li-phases are mobile, optically isotropic, and typically Newtonian liquids which show no 
texture under the polarising microscope. Electron microscopy is capable of resolving the 
texture of such phases only at very high magnifications, and X-ray or neutron scattering 
normally gives only a single broad peak typical of a liquid structure, at very small angles 
close to the reference beam. The viscosity of an L r phase is usually low, but may rise 
significantly as the concentration approaches the upper phase boundary. 

"M-phases" are typically immobile, anisotropic products resembling low melting point 
waxes. They give characteristic textures under the polarising microscope, and a 
hexagonal diffraction pattern by X-ray or neutron diffraction which comprises a major 
peak, usually at values corresponding to a repeat spacing between 4 and lOnm, and 
sometimes higher order peaks, the first at a Q- value which is 3° 5 times the Q-value of the 
principal peak and the next double the Q-value of the principal peak. M-phases are 
sometimes referred to in the literature as H-phases. 

The viscous isotropic or "VI" phases are typically immobile, non-Newtonian, optically 
isotropic and are typically transparent, at least when pure. VI phases have a cubic 
symmetrical diffraction pattern, under X-ray diffraction or neutron scattering, with a 
principal peak and higher order peaks at 2° 5 and 3° 5 times the Q-value of the principal 
peak. 
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These cubic liquid crystalline phases are sometimes observed immediately following the 
micellar phase at ambient temperature as the concentration of surfactant is increased. It 
has been proposed that such VI phases, sometimes referred to as Ii phase, may arise from 
the packing of micelles (probably spherical) in a cubic lattice. At ambient temperature a 
further increase in surfactant concentration usually results in hexagonal phase (Mi), 
which may be followed by a lamellar phase (G). Ii phases, when they occur, are usually 
only observed over a narrow range of concentrations, typically just above those at which 
the L,-phase is formed. The location of such VI phases in a phase diagram suggests that 
the phase is built up of small closed surfactant aggregates in a water continuum. 

An inverse form of the I, phase (the I 2 phase) has also been reported, possibly between 
the inverse hexagonal (M 2 ) and L 2 phases. It consists of a surfactant continuum 
containing a cubic array of inverted micelles. An alternative form of the VI phase called 
the V, phase has been observed at concentrations between the M and G phases and may 
comprise a bicontinuous system. This may exhibit an even higher viscosity than the I,. 
An inverse phase, the V 2 phase, between the G and M 2 phases has also been postulated. 

VI phases are typically examples of "ringing gels". When a jar or beaker containing 
such a phase is sharply struck, a distinctive vibration can be felt in the composition. 

The I,/Li transition temperature will be referred to herein as the melting point of the I, 
phase for convenience, although it is not strictly speaking the melting point since the VI 
phases are not solids. 

All references herein to the formation or existence of specific phases or structures are to 
be construed, unless the context requires otherwise, as references to their formation or 
existence at 20°C. 
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Hexagonal gels (M-phase) have been referred to in the prior art as cleaning compositions, 
e.g. GB 2 179 055, EP I 153 837 and colloidal gels formed with gelling agents such as 
synthetic polymers or gelatin have also been suggested, e.g. US 4 465 663. 

However these compositions cannot be readily dissolved in water to form 
microemulsions. They are moreover usually opaque and of an unattractive appearance 
and often require the presence of solvents such as glycols which add to the cost and are 
environmentally undesirable. 

The use of a type of ringing gel to suspend oil for cosmetic or pharmaceutical 
applications was described in US 4 026 818 but the formulation requires the presence of 
hydroxylic solvents and utilises a surfactant system which is unsuitable for shampoo 
applications. EP O 598 335 describes the use of various cubic phases including I t phases 
as laundry prespotters and for other cleaning formulations. If does not suggest how such 
phases could be used to suspend oil or form microemulsions. Normally attempts to 
suspend oil in surfactant mesophases result in coarse droplets of oil being suspended in 
the aqueous phase of a structured surfactant. 

Our invention provides a concentrated personal cleansing composition comprising at least 
20% water, 10 to 40% total surfactant and 2 to 40% of a mineral, glyceride, terpene or 
silicone oil wherein said surfactant comprises (A) an oil soluble surfactant having an 
HLB of from 2 to 10 in a proportion of from 8:1 to 1 :5 based on the weight of oil and 
(B) a hydrophilic surfactant having an HLB greater than 11, in a weight proportion of 
from* 1 :1 to 1 :30 based on the weight of (A), said surfactant water and oil being present in 
proportions adapted to form an h phase having an I,/L, transition temperature greater 
than 25°C. 
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The surfactants are preferably selected to provide an Ii phase over a comparatively broad 
surfactant concentration range e.g. more than ± 5% or greater, which range typically lies 
above 15% by weight total surfactant based on the weight of the composition e.g. 
between 20% and 40% by weight surfactant usually between 25% and 60%. 
The surfactants are preferably selected to provide an Ii phase which melts above 30°C 
e.g. above 35°C, most preferably above 40°C. Preferably the Ii phase melts at a 
temperature substantially below 100°C, e.g. below 90°C, more preferably below 80°C, 
most preferably below 70°C, especially below 60°C, typically below 55°C, usually below 
50°C. 

The surfactant mixture preferably has a mean HLB based on the molar proportions of the 
components between 10 and 15 e.g. 11 to 14. The surfactants preferably comprise non- 
ionic surfactants such as ethoxylated alcohols. It has been found that highly ethoxylated 
fatty alcohols, e.g. more than 10 EO groups, preferably more than 15 EO groups, 
especially 18 to 50 EO groups form h phases particularly readily. 

Other non-ionic surfactants which may be present include:- 

alkyl phenol ethoxylates, fatty acid ethoxylates, fatty acid monoalkylolamide ethoxylates, 
fatty alcohol propoxylates, fatty anime alkoxylates and fatty acid glyceryl ester 
ethoxylates. Other non-ionic compounds suitable for inclusion in compositions of the 
present invention include mixed ethylene oxide propylene oxide alkoxylates, low relative 
molecular mass polyethylene glycols e.g. PEG600 and PEG200, ethylene glycol 
monoesters, amine oxides and alkyl polyglycosides, alkyl sugar esters including alkyl 
sucrose esters and alkyl oligosaccharide ester, alkyl capped polyvinyl alcohol and alkyl 
capped polyvinyl pyrrolidone. 
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Compositions of the invention may also comprise anionic surfactants, in addition to or 
instead of non-ionic surfactants. Anionic surfactant may comprise a C 10-20 alkyl benzene 
sulphonate or an alkyl ether sulphate which is preferably the product obtained by 
ethoxylating a natural fatty or synthetic Q0-20 e.g. a C12-14 alcohol with from 1 to 20, 
preferably 2 to 10 e.g. 3 to 4 ethyleneoxy groups, optionally stripping any unreacted 
alcohol, reacting the ethoxylated product with a sulphating agent and neutralising the 
resulting alkyl ether sulphuric acid with a base. The term also includes alkyl glyceryl 
sulphates, and random or block copolymerised alkyl ethoxy/propoxy sulphates. 

The anionic surfactant may also comprise, for example, C10-20 e.g. C12-18 alkyl sulphate. 

The surfactant may comprise a C 8 . 2 o e.g. C 10 - 2 o aliphatic soap. The soap may be saturated 
or unsaturated, straight or branched chain. 

Preferred examples include dodecanoates, myristates, stearates, oleates, linoleates, 
linoleates and palmitates and coconut and tallow soaps. 

The surfactant may include other anionic surfactants, such as olefin sulphonates, paraffin 
sulphonates, taurides, isethionates, ether sulphonates, ether carboxylates, aliphatic ester 
sulphonates e.g. alkyl glyceryl sulphonates, sulphosuccinates or sulphosuccinamates. 

The cation of any anionic surfactant is typically sodium but may alternatively be 
potassium, lithium, calcium, magnesium, ammonium, or an alkyl ammonium having up 
to 6 "aliphatic carbon atoms including isopropyl ammonium, monoethanol ammonium, 
diethanol ammonium, and methanol ammonium. 

Ammonium and ethanol ammonium salts are generally more soluble than the sodium 
salts. Mixtures of the above cations may be used. 
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The composition may contain amphoteric surfactants such as betaines sulphobetaines, 
amido betaines or imidazoline betaines. 

The I, phase may be conveniently prepared by mixing the oil and oil soluble surfactant 
and adding sufficient water to the water soluble surfactant to maintain a lamellar phase. 
The oil and oil soluble surfactant may be stirred into the lamellar composition at elevated 
temperature, above the melting point of the desired I, phase. The composition is then 
diluted with hot water until a microemulsion is formed and then cooled to solidify it into 
the Ii phase. 

The oil is preferably a mineral oil (e.g. a low molecular weight petroleum ether) or a fatty 
glyceride, a terpene oil such as limonene or a silicone oil. Mixtures of oils may be used. 
Particularly preferred are vegetable oils such as coconut, evening primrose, groundnut, 
meadow foam, apricot kernel, peach kernel, avocado, jojoba and olive oil. Oil soluble 
cosmetic or topical pharmaceutical ingredients may be dissolve in the oil including 
antiseptics, styptics, antidandruff agents such as zinc omadine (zinc pyrithione) and 
selenium disulphide, proteins, emollients such as lanolin, isopropyl myristate, glyceryl 
isostearate or propylene glycol distearate, dyes, perfumes and waxes. Water insoluble 
particulate solids including exfoliants such as talc, clays, polymer beads, sawdust, silica, 
seeds, ground nutshells and dicalcium phosphate, pearlisers such as mica or glycerol or 
ethylene glycol mono- or di-stearate, glitter additives and sunscreens such as titanium 
dioxide may be dispersed in the hot microemulsion prior to cooling. Porous particles (so 
called micro-sponges) containing absorbed active ingredients or gelatin or other 
microcapsules may be suspended. Other active ingredients which may be suspended 
include insect repellants and topical pharmaceutical preparations, e.g. preparations for 
treatment of acne, fungicides for athlete's foot or ringworm or antiseptics or 
antihistamines. Pigments, such as the iron oxides, may also be added. 



Electrolytes tend to break Ij phase structure and are preferably present in concentrations 
below 10% based on total weight of the compositions, more preferably below 5%, e.g. 0 
to 3%, most preferably 0 to 1%. Generally we prefer that electrolyte be substantially 
absent. Adventitious chloride or sulphate present as impurities in the surfactant can be 
tolerated. Small amounts of builder such as citrates, pyrophosphates, polyphosphates 
may optionally be included. 

Water soluble solvents are generally undesirable and are not required to form stable Ii 
structures according to the invention. We therefore prefer that they should be 
substantially absent. Although small amounts of, for example, ethanol or propanol may 
sometimes be desired for special purposes, they are preferably present in amounts less 
than 5% by weight, more preferably less than 3% by weight, most preferably less than 
2% by weight, e.g. less than 1% by weight. 

The composition may optionally contain hydrotropes such as sodium lower alkyl benzene 
sulphonate e.g. sodium toluene, xylene or cumene sulphonate or urea, however these are 
not generally necessary and are not generally preferred. We prefer that these should be 
present in quantities less than 5% by weight, more preferably less than 4%, especially 
less than 2% e.g. 0 to 1%. They may be useful occasionally to avoid haziness of the gel. 

The total amount of water is preferably from 25 to 60% by weight of the composition, 
more preferably 30 to 50%, e.g. 35 to 50%. The total weight percentage of surfactant 
based on the weight of the composition is preferably from 15 to 35%, e.g. 20 to 30%. 
The proportion of oil is preferably greater than 5%, more preferably greater than 8%, e.g. 

10 to 30%, especially 15 to 25% by weight based on the weight of the composition. The 

011 soluble surfactant is preferably present in a proportion of more than 1:5 based on the 
weight of oil, more preferably from 1:2 to 5:1. The oil soluble surfactant preferably has 
an HLB of from 3 to 9 e.g. 4 to 8. 
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The weight ratio of water soluble surfactant to oil soluble surfactant is preferably 1 : 1 to 
30:1, more preferably 2:1 to 20:1, typically 3:1 to 15:1, e.g. 4:1 to 10:1. The water 
soluble surfactant preferably has an HLB greater than 12, more preferably greater than 
13, especially 14 to 19. 

The product may be cast into shaped bodies or formed into particles or granules, e.g. by 
spray cooling a hot solution of the Li phase formed on melting the composition. 

The composition may be converted into a microemulsion phase by addition of water, by 
heating above the melting point or by adding electrolyte such as salt and the invention 
includes Li phases when so prepared. 

The invention will be illustrated by the following examples: 



Example 1 

The following ingredients were mixed at 60°C and cooled to form a ringing gel: 



Component 


Solids (%) 


w/w (%) 


MINERAL OIL (1 00%) 


20 


20 


"EMPICOL"® 0251/70J (70%) 


11.2 


16 


"EMPIGEN"® BB (30%) 


4.8 


16 


"GLUCAPON"® 215 CS UP (65%) 


6 


9.2 


"EMPILAN"® KB2 (100%) 


7.5 


7.5 


SOLIUM CHLORIDE (1 00%) 


2 


2 


PERFUME (100%) 


0.5 


0.5 


ETHYLENE DIAMINE TETRACETIC ACID (100%) 


0.1 


0.1 


CITRIC ACID (100%) 


0.2 


0.2 


BENZOIC ACID ( 1 00%) 


0.3 


0.3 


SODIUM HYDROXIDE (47%) 


0.1 


0.2 


WATER 




Balance 
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The method of mixing comprised the following steps:- 

1. Charge 50% of water 

2. Heatto60°C 

3. Add EDTA, sodium benzoate, citric acid and 47% NaOH dissolve with stirring 

4. Add "EMPIGEN" BB 

5. Add mineral oil and disperse with stirring 

6. Add "EMPILAN" KB 2 and mix thoroughly 

7. Add "EMPICOL" 0251/70j 

8 Add remaining water 

9 Add"GLUCAPON"215CSUP 

1 0. Add further KB 2 until clear 

11. Cool 

12. Add evaporated water 

13. Adjust pH 

Physical Data 

pH (10%) : 5.5 ± 0. 1 Density @ 20°C : 1 .0 ± 0. 1 g cm* 3 

Solids (%) : ~ 53% (typical) Appearance : Clear or Hazy Gel 

Odour : Characteristic Set Point (typical) : 30°C 

Viscosity @ 20°C : N/A 



The product was examined by x-ray diffraction and exhibited peaks at 13.145nm (intense 
and sharp), 7.943nm (ill defined) and 6.355nm (small), indicating cubic symmetry, and 
formed a clear microemulsion on dilution or heating. The latter gave good even 
distribution of oil applied to skin. 
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Example 2 



The following ingredients were mixed at 60°C and cooled to form a ringing gel: 



Component 


Solids (%) 


w/w (%) 








MINERAL OIL (100%) 


15 


15 


"EMPICOL"® CDL30J/35 (22%) 


8 


35.4 


"EMPIGEN"® BB (30%) 


8 


26.7 


"EMPICOL"® 0785 (40%) 


2 


5 


"EMPILAN"® KB2 (1 00%) 


6 


6 


"EMPILAN"® KB6 (100%) 


6 


6 


CITRIC ACID (100%) 


0.5 


0.5 


PERFUME (100%) 


0.2 


0.2 


ETHYLENE DIAMINE TETRACETIC ACID (100%) 


0.2 


0.2 


"KATHON"® 




0.2 


WATER 




Balance 


TOTAL 


45.8 


100 



Physical Data 

Appearance : Clear Liquid/Gel Odour 

Solids : 36.5% (typical) pH (100%) 

Odour : Characteristic Set Point 

Viscosity (Cammed Rheometer @ 20°C : N/A 



Characteristic Odour 
5.5 - 6.5 (typical 
20 ± 5°C 



The product had small angle x-ray diffraction peaks characteristic of cubic symmetry and 
formed a clear microemulsion on dilution with water or warming. The latter gave good 
even deposition of oil on skin. 
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Examples 3 and 4 



The following ingredients were mixed at 60°C and cooled to form ringing gels: 



Component 


1 


2 


Solids (%) 


w/w (%) 


Solids (%) 


w/w (%) 


"EMPIGEN"® CDL30J/35 (22%) 


8 


36.4 


8 


36.4 


"EMPIGEN"® BB (30%) 


8 


26.7 


8 


26.7 


"EMPICOL"® LB40 (40%) 


4 


7.5 


3 


7.5 


"EMPICOL"® CVH (90%) 


4 


; 4 


— 


— 


"EMPILAN"® KB2 (100%) 


5.5 


5.5 


6 


6 


TPJETHANOLAMINE (100%) 


1.1 


1.1 






CITRIC ACID 


1 


0.75 


0.75 


0.75 


ETHYLENE DIAMINE 










TETRACETIC ACID 


0.05 


0.05 


0.05 


0.05 


"KATHON"® CG (1 00%) 


0.05 


0.05 


0.05 


0.05 


LIGHT MINERAL (100%) 


14 


14 


20 


20 


WATER 




Balance 




Balance 


TOTAL 


45.7 


100 


46.1 


100 


Appearance 


Clear Gel 


Clear Gel 
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The products in each case exhibited cubic symmetry and formed clear microemulsions or 
dilution with water or heating. The registered trade marks noted above have the 
following significance:- 

"EMPICOL" CVH is a Cg alkyl ether carboxylic acid 
"EMPICOL" LB40 is a C 8 C, 0 alkyl sulphate 
"EMPICOL" 0251/70J is a C12-14 alkyl 3 mole ethoxy sulphate 
"EMPICOL" 9758 is a C10 alkyl sulphate 
"EMPIGEN" BB is a C, 2 ., 4 alkyl betaine 
"EMPIGEN" CDL is coconut ampho acetate 
"EMPILAN" KB2 is a C12-14 alkyl 2 mole ethoxylate 
"EMPILAN" KB6 is a Ci 2 -i 4 alkyl 6 mole ethoxylate 
"GLUCAPON" 215CS is a C 8 -io alkyl polyclucoside D.P. 1.5 
"KATHON" CG is a proprietary biocide 
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West Midlands B69 4XB 

Telephone +44(0)121429 6700 
Facsimile +/id (0) 1 21 420 5700 



European Patent Office 
Erhardtstrasse 27 
D-80298 Munich 
GERMANY 



VIA FAX- 
CONFIRMATION BY COURIER 



Dear Sirs 

ENTRY INTO REGIONAL PHASE 
EUROPEAN PATENT APPLICATION NO. 00945731.8 
APPLICANT : RHODIA CONSUMER SPECIALTIES LIMITED AND 
JOHNSON & JOHNSON CONSUMER COMPANIES INC 
ASSIGNED TO HUNTSMAN INTERNATIONAL LLC 



We file herewith the following document sin respect of entry into the regional 
stand before the EPO under Chapter II PCT. The 30 month period from priority 
expires on 10 December 2001. 

Form 1200 

Voucher for payment of fees from our EPO Deposit Account 
Number : 28 05 03 16 and comprising 




Filing Fee 

Designation Fees (18 x DEM 148-64) 
50% Examination Fee 
Claims Fee 



DEM 

248.39 
2675.52 
1399.40 

4401.54 



Contd/, 



Huntsman Surface Sciences UK Limited 

PJace of Registration : England. Registered Number : 4056146 . Registered Office ; Havcrton Hill Road, Blinngham, T523 1 PS 



2- 



European Patent Office 
Munich 



December 05, 2001 



We would advise that this Patent Application was part of the assets, which has now 
been sold to HUNTSMAN INTERNATIONAL LLC, a company incorporated in the 
state of Delaware had having its principal place of business at 500 Huntsman Way, 
Salt Lake City, Utah 84108, USA, and this was advised to you in our letter of August 
14, 2001 (a copy of which is enclosed). 

If you require any further information with regard to the above please do not hesitate 
to contact this office. 




Encs 



A I'Office europeen des brevets 1 



□ 



Emtritt in dig regi nale 
Phase vor dem EPA 
als Besximmungsamt 
Oder ausgewahltem Amt 



Entry into the regional 
phase before the EPO 
as designated or elected 
Office 



Entree dans la phase 
r^gionale devant I'OEB 
agissant en qualite d'offtce 
d§sign£ ou elu 



£urocaiscr,G Anmeidenummor oder. fails 
nicht bekjnnt, PCT-Axtenzeichen oder 
PCT-Verofrenihchungsfiummer 



European application numb?:, or. if not 
known, PCT application or pyDlication 
number 

00945731,8 



Numero da dip6\ de b dcmcndc de 
crsve: europeen ou. s defeui, numero 
dc depot PCT ou de publication PCT 



Zeichen c/?s Anmsldars oder Vertrerers 
(max. 15 Positioned 



1. Anmeldcr 

D»o Angaban Gber den <die) 
Anmeider sind in ocr ince/nationalen 
Veroffentlichung enthalten odervom 
iniernationalen Euro nach der 
internaiionalen Veroffentlichung 
vermerkt were) en. 

Anderungen. die das Internationale 
Buro noch nicht vermerkt hat. sind 
Ouf einero Zusatzblatt angegeben. 

2ucto]Jancchrf/t 

(s/ene Msrkbbu U. 1) 



Applicant's of representative^ reference 
(max. 15 soaces) 

MP0315/PCT/EP 

1. Applicant 

Indications concerning the 
aoDticariNs) are contained in the 
international publication or recorded 
by the International Bureau after the 
international publication. 

Changes which have not yet been 
recorded by th<? international Bureau 
ere sec oui on an additional sheet. 

Address for correspondence 
tsas Notes II. 1) 



Reference du demandeur cu du manaeia 'k 
05 caraccere-s ou cspacaa eu maximu t -v> 



t. Domandeur 

Lea indications concernent lets) d=- 
mandeur(s) figurent dans la publicat'c 
intcrnationale ou ont^tS enregistres; 
par let Bureau international apres la 
publication Internationale. 

Ues changements qui n'ont pas encc.-r 
eta enragistres per io Bureau inter- 
national som indiouss sur une feui-')? 
acldnionneiie. 

Adreaae pour Jo correapondoncc 

A/o/V notice II, 1) 



AS IN 2 



Vertrexer 

Nome (Nur einen Vertreter angebem. 
der in d?s europaischa Patsntregister 
eingaTragan und an dan jtugestelli 
vvi'd 1 



2. Rcprcscntativo 

Name (Name only one 
reoresentacivo who will be listed in 
the Roc/scer of European Patents and 
to whom notification vvut be made) 



GBschaftsonschrifi 



Tclcfon 



Telefax 



Telex 



□ 



VVs.tirsi-) V?nre;er 2uf Zusawblati 



ROGER GORDON MADGWICK SAVIDGE 

Addrcso of place of business 

Huntsman Surface Sciences UK Limited 
210-222 Hagley Road West, Oldbury, 
West Midlands B69 4XB ENGLAND 

Tcioolione 

+44 121 420 5430 
Fax Telex 

• ill 121 /120 5137 

Additional representative^) on 
cdd'tional sheet 



3. 



□ 



□ 
D 



Vollmacht 

Ehzelvofirnflch! is: beige fCcjt. 
Ai'v-r.^e.ne \'oiim?.chi isc ragis (fieri 



A'lccmo«nc Vollmoch; ist eingereich:. 
abt" 4 *" noch ruaht leg'strlert. 

Ojc tc.m £PA als PCTAnmeldesmt 
oinjjjr^icht-? Vo'ln^cht schliefct 
ausci'JcJJjch die rc^ionale Phase ein. 



Authorisation 

in-'jivlcuai Esumorisa:ion is attached. 

Ger.eras authorisation nas been 
reentered under No* 



GA43702 



A general authorisation h?s been 
fiicd. but not yet registered. 

Tr.e authorisation Tiled with the EPO 
ac PCT receivi£« Office expressly 
includes tho roojonal phase, 



MandataSre 

Norn (M'indiqucr qu' un ecu] 

mandaiaire, ciui sera inscrit au 
Recjiotrc cyropcen dco brevcto c: 
eucj'jel salification sera faite) 



Adrossa professionnello 
Telephone 

Telefax Telex 

Autro($0 mar.da:aira(fi) Bur una f^-.. 
additior^eile 

Pouvoir 

Un pejvoir special est join:. 

Un po'jvoir general a e:e enregis:- 
aou$ le r. J : 



Un pouvoir g^n^ral ? et$ dapoe^ 
mais n est pas enco r e enregistre 

Le pou^oif general depose a I'Oz: 

agisoanc on qualite d'o/ficc rcccfi't 
a<j t.'t'e du PCT s'applique 0xpre5?r 
men: a la phase rcgionale. 



Priifungsantrag 

Hiermi: wird die Prufung der Anmol. 
d--ig gembft Art. 94 EPU beancragt. 
Die PrGfungsgebuhr wird (wurde) 
encrichcei. 



PrOfungBoncrag fa eincr zugclazzcnen 
Nich tarn tssprache 
htehc MerkbtAt: M, 6.2): 



5. Abschrifien 

I I Zusa:2liche Abschrift(en) der im 
erganzsnden curcpii^chen 
Rcchcrchenberichi angefQhrten 
Scr-.riftetucke wird (wordon) 
Deancragt. 

Anzani cier zusatzlichen Satze von 
Abschrificn 



Request for examination 
Examination of the application under 
Afi. 9A EPC is hercDy requesteo. 
The examination fee b being fhoa 
been, win be) paid. 



Request for exa 

(SSi 



naiion in an 
hnguage 




Copies 

Additional cooy (copies) of the 
documents cited in the 
supplementary European search 
raporx i*. hrc) requested. 

Number of additional sets o\ copies 



RequetO en examen 
I! eat demjind; que soil examlnfce 
le demands de brevet conform Got** 
a rert. 9a CBz H est (a eie. serai 
proceda au pigment da la taxe 

a'examen. 

Reqvs:e en e.<an:en dans une lar,g„? 
non effictef/e 6v&fiaec 
Mr nc'tce //'. 5 2) : 



5. Copica 

Priere de fou-.""jr una ou plusieurs 
copie supplin^enraire des docum^ - --: 
cites dans le rapport complements 
de rechercne ejrepeenne. 

Nombi'd de jej.x supplcmentaires 
de copies 



Fur das Verfahren vor dem EPA 
bnstimmte UntorJagon 



6. 



Documents intended for pro- 
ceedings before the EPO 



Piece? destinees a la procedure 
devant I'OEB 



6.1 Dem verfahren vor dem EPA sis 
Bestimmungsarm (PCT I) sind Pol- 
gends UntarJagen fcugrunde zu legen: 

cl.c- von-. In:ornationa'fcn fU'iro vi?r 
offentlicruen Anmeldungsuntcr- 
lagen (mi: alien An.spruchen, 
easchreibung unci Zeichnungen), 
gegebenenfalla mic den gesnderten 
Ansprucher. nach Art. 19 PCT 

| | soweit sic nicht ersetzt warden 

durch die in dreJ Stucken 
Ce''Ce?uate.T Anderunge". 

f?.'>s ndng. sind Klzrsrollungon Xiuf 
e ; n-m Zu3Z>:zblatt einzureichen} 



6.1 Proceedings boforo the EPO as 
designated Office iPCT I) are \o be 
based on ihe following documents: 

the application document? pub- 
Hsned dv the incevrrationai Bureau 
(with all claims, description and 
drawings), where applicable with 
cimondcd claim? under Art. 19 PCT 



unloss roplifciicl by the amend- 
ments enclosed in Triplicate. 



Whoso naass&y. clarifications mux: 
DC submitted on a separata sneer/ 



6.1 la procedure devan: TOES egiaao~: 
en cualixe d'office designe (PCT I) cz 
as fonder su" fca plc-cca suiventea : 

le? ptfccc3 de Je demandc pub"icc 
par le Bureau international (avoc 
toutes les revendications, la desc t- 
tion ec l«a ds$sins), eventuelleme^: 
avEsc les rever-tfications moflinees 
conformenna-.: t I'articlo 19 dw PC" 

dent Is nrwjre ou ©Ilea no son; c = = 
remoiacees par ies modifications 

jo»ni6S on trots cxcrnplaircs. 

ic coo cchcc-,:, cfes explications 
doiveni 6\ra jointes sy/* une feuil.'i 

tiddnionnefJc .' 



C.2 Dem Verfahren vor com EPA a!s 

ausgewahltcm Amt (PCT II) oind fol- 
0^"d^ Unterlprjsn ^ygrundc 2U legen; 

d»s dem internationalen vorlauFigen 
Prufung3bencht zugrundc gelcgtan 

UntarJagcn, oinsch!iv:f?.lich 

eventuaiien Anlagen 

iSc'ck? Anlpgen mu&sen im/riisr in 

are! S:oc*en oeigerug: we (den) 

~~ sovve.; sie nicht ersei2t wcoen 
djrch £[c in drel StGcken baige- 
fuO'.an Anderunoen. 



ro.-.cj, 5'no* Klit-srcllungcn auf 

d?.;v/:; Zu$3:xb!#!t pinzureicben! 



S:nc) dem EPA ais mil der internatio« 
na'.en voria-jrigon Prufung beauf- 
ttagi^i^ BehdrOi Versuchsberichte 

rugegmgen. dO^'c^ d:coc dem Vcr* 

fahren vor dem EPA 2uo r undo oelcoi 



6.2 Proceedings beJora the £PO as 
elected Office (PCT II) are to be 
based on tnc following documents: 

the documents on which the inter- 
national preliminary examination 

report \c briccd, inclu:! : ng l;a 
possible annexes 

f$vch *>nr>&Ye9 ma3i clwoys be fifed 
fn wpttcdie) 

unless replaced by rhs amend- 
ments enclosed In triplicate. 



!/v*nere necesssy, clarifications must 
be subrrirac! on e separaie sheet! 



If the EPO as International Prelimi- 
nary Examining Ajxhority hea 
received test reports, these may be 
uaed the baaia a' proceedings 
before the EPO 



6.2 procedure devant l'OE8 agissant 
en qualit6 d'office elu tPCT ID cc : 
so fonder 5v ies pieces suivantes 

les pieces sur lesquelles se fonde U 
rapport d'examen preliminaire 

International, y co rnprfa r-c;?» 
annexes dvtr,:uelles 
(Oc Tef/es cn--.\z3 zonz toujou r 5 .■ 
joindre en tro's exemplairssl 

dans la rr.ijv?. ou efles ne so r : 
pas remp'c;ees par les 

modifications jojn!^5 en troi= 
exemplaire5. 

L»? cas Gcner*-.:. c/es explications 
dO'ven: e'trcjT.nies sur une feu ; ? • 

PdditionnzHs ' 

Sj I'OEB, Jic; : -??^5 en qu?lite 
d'administrei^n chargee Oerexs"*v 
p.'e{»minaire ir:e:nattonat, a racu cf : 
rapports d'essais, ceux-ci peuve*': 
conetituor fe b?se da la procedure 

cievam I CES 



EPA/EPO/OrR rc-n I2C0 2 CA 



2 



7. Uberscizungen 

Beigefugt sinddie nachfolgend 
angekreuzien UDerset2un0en in e'mcr 
cier Armsspracnen des EPA {Deutsch, 
Enolisch. Fra.nzosisch): 



Translations 

Translation? in one of the official 
languages of tho EPO (English, 
French, German) are enclosed as 
crossed be'ow: 



Traductions 

Vo'js trouverez. ci-joim. los 
traductions ccchcco ci-apres dons 
I'une des langues officie'ies do l'0== 
loUcmond, er»gloi.a, fron^ais) : 



• tm Varfshren vor dem EPA $!$ 
SssUmmungsarnt oder 
ousgBwvhttem Amt (PCT I r fy; 

Ubersctzung dcr uraprunglich 
eingereichten internationalen 

Anmeldung (8eschreioung, 
AnsprGcha, o;wa)g? Toxtbeswnd- 
tei!e in den zeichnungenj. aer 
vercf'«ntKch:en Zusammenfassung. 
und etwa'ger Angaben Oder 

Mifcroorganiemcn nach RcgeT 13*\3 
unci 13* \4 PCT. in drei Stuck en 

Uoorss!2ung de-' 

prion totabegrundenden 

Anmeldungfen), in einem Stuck 



* In proceedings before rhe EPO 
as designated or elected Office 

Translation o; trie international 
application (description, claims, 
any text In the drawings) as 
originally filed, of the abstract 
published and of soy indication 
under Rule 13*\3 *nd 13*\4 PCT 
regarding micro-organisms, in 
triplicnxc 



Tranela:ion of tho priority appli- 
cation^), in one copy 



• Dans la procedure devant t'OE p 
agtissnt p/i quahze d 'office 
oe\signc ou 6lu (PCT I + II): 

T-»^.:ci : on Cle la demandc Int*/. 
nationale telle qua deposee 
initial em cnt (d^senption, rov©na 
tions. iex;es figurant Svemuetics 
men: dans les dossing), de I'aar6^r 
DUO!i<> ei da toutes indications 
vis^es a-j\ regies 13^.3 et 13 : v 
cm PCT concernant les micro- 

organismes, cn uois cxemplolrcs 

Traduction de 1ft <des) demandais* 
ouvrant le droit de priority en 
un exempljire 



• 2usptzfich im Vorfohrcn vor dem - 
EPA sis Bestimmungsamt (PCT I): 

| | U'oe'3fi;rung d^r nach Art. 19 PCT 

geandortcn Anspruche nebst 
ErkUrunc, falls diese dem 
Yerf?~ren vc dem EPA zugrunde 

g-jiegc wcrdan soiien (siehe Fold 

£), in drsi Stucken 



In addition, in proceedings oefore 
the EPO as dttx*<jn*t*d Office 
(PCT I): 

Translation of amended claims 
and any statement undor Art. 10 
PCT. if t^e claims as amended ere 
to Form the basis for the procee- 
dings before the EPO 

(OCC Secdon 6). in triplicate 



• De plus, dsns /a- procedure d$v=~ - 
I'OEB #gi$s**nr en quelitd d'offico 
aesigno (FCT i) : 

Traduction des revendications 
modifieea e: de le declaration fe!:= 
confo^^nient a I'arxicle 19 du PC" 
si Is proced-j-c risvent i'OSB Ooi: 
etre fondec sur les revendica^or.* 
modifiers I voir le aiOrique 6), 
on train exernplaires 



• Zussitzlich tm Vcrfahrcn vor dem 
EPA d)$ susgctA/dhltem Amt 

(PCTl'i. 

I | Uber3e;2uhg der Anlagen Zlim 

intornstionalen vorlauFigan 

Prufungsbcricht, in drei StOcken 



5. Bioloqisches P/laxerial 
| ; Die Erfindjng bei"-3ht sich auf b*w 

' ve'wendvt bioioc : sci>es Materia!, das 

r-ceh Rcc|t : 23 EPO h inter leg t warden 



in addition, in proceedings before 
the EPO 9$ elected Office (PCT Hi; 



Translation of any annexes to the 

international preliminary exami- 
nation report in triplicate 



Biolorjical material 
The invention relates to and/or uses 
b»'olofi/:ca! nut^rla! d?i?osltecf under 
Rule 2£ EPC 



* De plus, dans ta procedure de v5 : 
t'OBB eg ; 333nt en qvcJitd d'officc 
610 (PCT W: 

Traduction dos annexes du 
rapport d'exomen prclimmaire 
international, en troit 
cxcmpl aires 



Maxiorc biologique 

L'inventior. concsrne eu'ou utilise 
la mgt.ere b'olog'quo, d4pos6e 
conformflmon: a la reg'e 23 CBE. 



f | Die Angabnn naeh Regel 28|1)c) 

EPU tfa is r-ocn n.chi oafcannt, die 
f-!.n:e.'l^ci.:*»^ii:afla und das (die) 
2^^uys:-= ; chen (Nummsr, Symbols 
,.«vv 1 ci-;s H ! ntr'leov».'s) smd in d^r 
**:crr.civo-i.-- r-i vero?isntiichung odcr 

ds: gr""e3 Pc!^ 7 eingereichten 
L-b«2rs-2 1" 1 ..** a enc.-aitan auf: 



The parttoulars reFerrod to In 
Rule Z8(l)(c) EPC (if not yet known, 
the depository institution and the 
identification referenced) (number, 
r.ymbo'a c;c ! of the ri?ne?itor) ore 
ci'.vsjn in t/)3 interna iion ill public<iUon 
or in the trflr.3'a::on ?'.:bmitteci under 
Sdition 7 O'v 



Lea indications viaees r la regie 
2S(1Jc) CBE (si pas encore connu^? 
f'Cwitonte d'S depo: la (ies) 
r-af^rincc'R^ d"»d9n;jfic?t'on Inumer: 
syrhn'.tc. e rc ) ci:.r cienossnt) ncj. u&r' 
clans l:i publication jntsrnationel-o c. 
cf^n.; un? cad'JC5ion prodjlte con- 
f3Ti8.~-.9-1t a la rubrique 7 a la / ?w • 



0 * Empf anysbcacheinigungicn) 

d*.-r H: n w ; ^j',in 5 s s telle 
[ J is; (s-ncJ 1 l»v.<5-*fjs*. 

f j v.:r»l (v\ J»rr: < »: , ,l tnichojereicht 

[~ | V'crz.ch: ris> V'^rphichcung d^s 

rVKWjAWiTS i\ a .cn Regei 20(3) auf 



The receipt!*} of deposit issued by 
tns daf)C9itary instit-'ton 

is (arjf) enclosed 

will bo filed a: a Un*: date 

Wolvor of ihe ng!u tc> o-» undertaking 
fram tt»^ requestor pvusunnt to Rule 
2S\3) ptt^ched 



Lei.>) recepissfils) de dep6t 

:!-*!ivrc<s| p^r I a^onte de depo: 

os: (so nn jo.n:^* 

(scro u) p'odviitigl uitrrieursn*.':- 

Rcrnonci7;ion f su'- document dist;;* 
a rengagomont d j r^querant au t - 
tiC U rig 2i»i3.' 



9. Nudeotid- und Ammosaure* 
sequenzen 

D;e r.ech Regcin 5.2 und 13'~ PCT 
sowie Reoel Wo (35) EPJ erfordorli- 
chen Unterlegen Hcgen dem EPA 

be^e.'ts vcr. 

Das schriftlicho Ssquenzp/otoWoH 
wird eniiggend to einer Amtssprache 
das EPA nacHgcrcicht. 

Ozz Sequenzprotokoll geht niche 
ubar den Inhalt dar Anm&ldung in 
der urspfunglich etngereichten 
Pcssunc hinsjs. 

Da-' vorcsschriebcnc rnaschincnles- 
t=ra Dcter^rsger isi beics-ugt. ' 

0 3 ajf dem Daiontragor tj$apei- 
c L -c~s lr,fo-r:i3:ion scimmi mil 

schriftiichcin Sequenjprotokoll 

CDsrein. 



Nucleotide and amino acid 
sequene&c 

The items necessary in accedence 
with Ruffes 5.3 and 13*- PCTsnd Rule 
iQ*b (3e) EPC have already bee^ 
furnished to ihe EPO. 

The written sequence listing is 
furniphed ho.*$with in an official 
language of the epo. 

The sequence lisiino does no; 
include matter which goes beyond 
the content of the application as 
filed. 

The prescribed machine-reaaaoie 
da;? carrier is enclosed. 

Tha information recorded on the 
da;a carrier is identical to ihe 

written sequence listing. 



10. Bfincnnungsgebuhrcn 

10.1 EenennungsoebOhron werden fur 

nachstchende in der internstion.alen 
Anmeldung bestimmte Vcrtrags- 
3tn*Mcn des .EPU en;rich;et. 



10. Designation fees 

10.1 Designation fees are paid in respect 
of tne foliowing EPC Contracting 
States designated in the 
international application for a 
European petent; 



Seauences de nucleotides 

et d'acides ominea 

Les pieces recuses selon les regies 
5.2 ct 13'"' PCT e; t$ rfcgte 10£- (3~\ 
C££ on: de,a ete aeposoas aupres a? 
i'OE3. 

Le Hste cc sequences ecrite esi 
produite ci-joint dons u.ne des fancj a « 
ofiicielles de I'OEB. 

La i's:e d« sequences ne cor.:i?~.; 
pas d*e:emer.;s setendant aj-e'e'p 
du content do Is demands iei!e 
o j's'.e e 6:6 oeocses. 

Le suooert de dor.nses present, 
dechifrrcblc par machine, est annexe 

L'info-mction figurant sut le 
support de donr^es est ide-.^qjc 
a ceiie qje contient la liste 05 
sequeness Merits. 



10, Taxes de desinnation 
10.1 Les taxes de designation sont 
acquittees pour ceux das Etets 
contractants de la CBE deslgnes 
dans la demande international? c> 
sort indiqu^s ci-apres; 





AT 


Osterrcich 


Austria 


Autriche 


j LXJ 


5S 


Belgien 


Belpium 


Be!g!qu= 


! Lx] 


CH/LI 


Scnweiz und Liechtenstein 


Switzerland and Liechtonsiein 


Suisse a: Liechtenstein 


LXJ 


CY 


Zvnern 


Cyprus / 


Chypra ; 


LxJ 


DE 


D&utschland 


Germany 


A!!omacne 


CxJ 


D< 


Danom? rfc 


Denmark 


Dsnemp'i; 


CD 


ES 


Spanien 


Spain * 


Eapsgr.e 


LXJ 


F! 


' Pinnla^d 


Pinfiind 


Finlande 


LXJ 


FP. 


Prantreich 


France 


France 




GB 


Verc-inicta* Konigroich 


United K%-.gdom 


Roya'jm«-Uni 


\& 


Gfl 


G'i=chon!snd 


Groace 


Grece 




lc 


Irla-.d 


Irclcnd 


Irlands 




IT 


Ita^sn 


Italy 


itaUe 


HH 


LU 




LuKen-bCrurg 


Lu\empo-rg 




wc 


Vioncco 


Monaco 


Monaco 






Kicderlende 


Neiherisncs 


Pays-Sas 


31 


PT 


Pori'jczl 


Porruca : 


Portugal 


JL 


s= 


Schweden 




Sueda 



*.C 2 : -Sc!-.; ^cstsier.:^:, Be-.er- 

*.'c:".i £r.c^!<reu;;e."i, sber in der 
'•*.:^---5;iO".a J r-n Anrr.c-Jd'jT.g bes:;-'.rr>. 

ver:ras5s:aa:en des EPO zu 
s:*t*'c'-tan. Ineo^ve!: wird euf c>a 

P-cgel E5ad ) £PU verrichtet. Scfern 
c ^ir 5sn*nnu»\cssab0hren nicru bis 
^--^ A^c^.'f cer in Re^el S5e(2» EPO 
v c: h-i.-' cn K'aeh"".'is: -nvich'^t 
'.verce .n, iV'O been^egt, von e:r : er 
. r. '-I;:* :.j-,c r 5 ch Rcool 690) EPU 



'•D.2 A: p'viitf': Is r.ot ir.ienceo ;o csy 

Con;rec; r,s Sisies not marked \vi;h a 
cress ur d*r 10.1 but designated in 
the inteTciioral sppiicstion. 
No conimjnication under Ru : e 85af1) 
EPC in rzspazi of theso dnssie-.^tien 
ices nerd be notified. If they have 

rot b?=>r. D?:d by th* tinio »he period 

of grsce 5"cwed in Ru;a 35aUi £PC 
CrNpirsj, r, is r«cruas;ad that no 
con*.nv fc .r:'c5:fon De se.nc uncter 
Ru'c 69, 11 EPC 



10 2 i' n'es: cc:L.'5"e~.sn: enviss^i 
v e»; o, j ". : w , •■- $ il * u t ^ C ^'5 ~ * : *. - 
pour les E:=:s contractants !s CBE 
o.ui ne sent pes code's sous la ruc'.C^v 
10.1. iv.a : s cuisont des'gn^s da-5 •£ 
den: ar.ee :n;e:r.=;ionaie. Le ^rr-sns* 
r=no r .ca a"r.s: a !a notification p.-iv*i v 
ia reg'e &5d:s'1; CBE. Si ces ts^es c'f 
daVe-isvon r.e ser.v pss acq-j^te&s s 
rexp;ra-.*cn rjj c"e=ai suppieme.v.r 

P'^vv e reg'c S5b : s(2) CBE. \l cz-: 

demande c'5 s'sbster.ir d'envoyer L -~ 
noiifics^cn. e;2b!*e conformeme': a 
rejie G?;i)Ci5. 



v - - j / -.0--^ 1 *p* : cc 5 



-^*-i:;cro v >J '■ a.'«! »355 o-j 6D'-;-s i^'M - " 

!j C25 i 7tSC^!5 ie PCT : . 0 C: = 
v J *"« . a-.»*i-a ."rr.s ess-iP l-l' . ■ 



= 3'a5 0*" 
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11. 



I I 


Si 


t ! 


LT 


| 1 


LV 


u 


AL 




.no 




MK 



Ersircckung des europeischcn 
Patents 

Diesc Anmeldung gilc auch 8lS 
Ereireclcungsantrag hincichtlich slier in 
dot imemationaien Anmolduno be- 
stinr»mten Nlchi-Vcrtro355Toptcn dco 
EPU. mit denen bei Einreichung der 
in:crnationa!en Anmeldung ■Eratrek* 
L:\ing sa bJcommer.fl tr. Kraft waronV 
Die Erstreckung wird jedocn nur 
wirksam, wenn die vorgeschriebene 
Erstreckungsgebam entrlchieT wird. 
Der Anmeld-3- bsabsichiigt, die 
Erstreckunaspebuhr fur die nachfof. 
cjend angokreusten Staaten 2u 
entrichten: 

S'oweniv.n p sb 1. M£rz 1994) 
Lu?.uen {* ab 5 Juli 199a) 
Letfland (« cb 1. Mai 1995) 
A'banicn (* ab 1. Februer 1996) 
Ruman ! sr< C eb 15. Oktobcr 199G) 
Eherna!.ge lugoslawische RepubHk 
Mareconioo ( ■ ab i November 997) 



11. Extension of the European patent n. 

This application is also considered as 
being o request for extension to all the 
non. Contracting States to the £PC 
designated in the international 
application with which "extension 

agreements" were in force on the date 
of filing th* international application*. 
However, the extension on!y takes 
effect if the prescribed extension 
fee is paid. 

The epplicont intends to pay The 
extension f*e for the States markod 
with a cross below; 

Slovak (* 03 of 1 March l99d) 
Lithuania ( * as of 5 July 1 994) 
Lntv»> {' C5 of 1 May 1995) 
Albania {• as of l Febrvsry 1995) 
Romania ( - es or 1 5 October 1 936) 
Former Yugoslav Republic of 
Macedonia (• as on November 1997) 



Extension des effct* du brevet 
europcen 

La presence demande est egaiemer.: 
reputee aemancic dexiension a tous 

las Etats non contrsctants de Jo C5E 
designes dans la demande Interna- 
tionale, avec Icsquds cxistoient. ics 
ciu depot da la demande, des «<acco-'3- 
d'cvenaron» \ Toutefois, ('extension 
ne produit se& offets que si la taxe 
d'extension prescriic est acqurnee. 
L? demandour « propose ectuetie- 
msn; d'ecquitter la taxe d'extension 
pcur i6a Etats don: )e nom cot coche 
ci-aores. 

Slovenia [' a COrT.ctsrdU 1~ mars 19?- 
Ulusnia I" a compicr du 5 iuiilet 1 95-i' 
Lettonia ( ' a compter au 1 - r rnai 1995' 
Albenie C a cornc:er du l*fevrier 19S-C 
Rounian'a 1 " a conore? du 1 5 octobr* lit*. 
EN-Recubtique youooslavg de Macadc* 
I 9 a compter du I ** novembrc 1997) 
11 



12. Alltomatiaehcr Abbuchungsnufirag 

(Nur mdfflhh 1ur Inhaber von beim 
£PA gcfvhncn lou fender) Konton) 

D?^ EPA wird bc^u^trag;. nach 
MaUgabe der Vorcchi'i/tan Ober das 
amomatische Abbuchimcisverfahrcn 
fali*g? Gebuhr^n unci Aus lagan vorn 
unccr.siahonder. laufenden Konto 
obivibuchG^, 

Nummflf d^s laufend^n Kontos/ 
N^rne des Koncoinhabers 



13. Ev<?iv,u$l!* fiucUa^hlungen auf das 
beim EPA Gefur*rto laufenda Konto 



f^bn^ic d?a Koiita nn^oera 



Id. Unterschrtftlen) d?3 (cfer) 
Anmeiclo.'is) Oder \e- ire tars 

Ort / Datum 



for S:a:ei with v. Inch "c* tension 

n^«;a" \r.zc tote* *»tor (hie form hp; bcor> 

ponced 0^.7. ~h»oh vfjfc dcd'^no'cd in |hc i^:r*io« 



12, Automatic debit order 

tforEPO deposit account hofdo/c 
onlyj 

The EPO is hereoy aumcrised, undar 
the Arrangements for th© ©utomatic 
debi tin cj procedure, to debit from the 
deposit account bc|ow any fees and 
costs railing dua. 



Deposi! account number /Account 
hok'ar'i; nan^^ 



P.'e-t. pour des Eio;5 i'cg.wd *3SQuels dts 
-aitC'Ja d'eiicnsoT rncr 9 - C nt on viguejr j,*'-:: 
i'ii , p.*saion du prefer: formuUiifd 0; qu» O^i 



12. Ordra de prelevemem automation e 

(uniquempnt possible pour les 
TtTul&ircs de comptes couranxs 
ou verts aupres de I'OEB) 
Par ia caserne. 11 est demande a 

TOEB ds prelever du comotc couro-: 
ci-dessows )es taxes et frais venan; c * 
cchconcc. conformcmcnt a ia reci 1 *- 
moniatron rela:ive au pneieveme.v. 
fljtonAecique. 

N" du compJe coi..rant / Nom du 




Huntsman Surface Sciences UK Limited 



Rombourscmcnts 6vcntuclc 6 

effe-tuer sur la compie courant 
ouvir: aupres d-fi TOqB nwmerg 



Nom c'u TKUiafe du comotc 



14. Signature(s) o? applicants) or 
representative 

Place / Date 



14. Sicjnature(s) cj',* id^5) d^mandej: 1 
ou du ma-ida"3 : re 

Lieu J Date 



ROGER GORDON MADGWICK SAVIDGE 
Oldbury, ENGLAND on 5 December 2001 



Ft)r AngesteMte (Art. 133I3I EPU) 
mit ollgemeincr Vollmacht: 

Nr. _ 



»"< k c!«>it biiic mil 



For emtflovees (Art. 133(3) EPO 
having s general authorisation: 



No 



GA 43702 



we rn.»ic(;i unO-sr a-^'Utuielai. In the 
c «>•■ 'O'jj pc. tits u-osi-.ioa o' 
r. »jr»j'c-i', v\.;»im r.^ kMij'twiv a^o•_!d a!">o b< 



Pour les omoloycs (art. 133(3) CeEi 
disposani d'un pouvoir general : 



m 5 s m'i.** 5- i' jii i:.»s u^e pcia^'** 
O-J .* -j r- tj c»i JJCty'Oflriphu*; : 



Ef*A'£^0 0£t3 r'e m |2CC 3 C-i 
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HUNTSMAN 



Dale 
Direct Tel 
Direct Fax 
Your Ref 
Our Ref 



August 14, 2001 
+44 (0) 121 420 5430 
+44 (0)121 420 5437 



Huntsman Surface Sciences UK Limited 

P08ox3 ' . 
21 0 - 222 Hnglcy Rood Wcat 
OJdbu/y 

west Midlands B6B0NM 

Telephone +Ad (0) 121 429 £700 
Facsimile *44 (0) 121 420 S700 



ASSIGNMENTS 

REGISTERED POST 



European Patent Office 
Erhardtstrasse 27 
D-80298 Munich 
GERMANY 

Dear Sirs 

ASSIGNMENT OF PATENT APPLICATIONS IN THE EPO & PCT 
FROM RHODIA CONSUMER SPECIALTIES LIMITED TO 
HUNTS WAN INTERNATIONAL LLC 

I enclose herewith a Certified Copy of the Patent Assignment containing the EPO ; 
and PCT Applications, which have been assigned, to Huntsman International LLC; 
these have the Country Codes of "WO" and "EP\ 

I also enclose a copy of the Power of Attorney authorising the undersigned 
representative to file these papers on behalf Huntsman International LLC. 

If you requife'an'y further information or documentation please do riot hesitate to let 
rne know. 



If of 

ational LLC 




IDGE 

\skn REPRESENTATIVE (GA 43702) 



Enc, 



Huntsman Surface Sciences UK Limited 

Plac* of Registration : England. Re$isk«rod Numiwr : 405614£ . Reentered Office : Haverion Hill Road Blllinoham, TS23 f PS 



P.B.5B1B - PaUmtlaan 2 
22B0HVRiJ*w»Jk(ZH) 
S 431 70 340 2040 

IX 31651 «£M3 Al 

FAX +31 70 34© WIG 



Europe 
Patents ml 



European 
Patent Office 

Section 



Office eu nop 
dee brevets 

Section Oa 



SAVIDGE, Roger. Gordon, Madgwick /CO^r^- (UccrJci^ 

Rhodia Consumer Specialties Lijnited / 2"' ' V| ^i/Tg> - I, 7 

210-222 Hagley Road Wast / KcCQqq j O^lT^r , 

Sa^dlands BSB 0NN L ^iJ ° ' ' ^ ^ 



GRANDE BRETaGNE ^ ( , 



s 



02/01/01 





AnnwUimB Nr^ppltoaiton No/D©manote W JPaWIt Nr ./Patent NoJBrwet if. 

00965731. 8- -PCT/EPO 005341 


RH0DIA CONSUMER SPECIALTIES LIMITED trading as ALB 



ENTRY INTO THE EUROPEAN PHASE BEFORE THE EUROPEAN PATENT OFFICE 

NOTE; These notes describes the procedural steps required for entry into 
the European phase hefore the European Patent Office (BPO). You are 
advised to read them carefully; failure to take the necessary action in 
time can lead to your application being deemed withdrawn* t£T° ~* h£(tm 

1. European patent application *6\ 00945731 ,8>as been allotted to the g^^ie^ ^ 
above-mentioned interiiationav^jjaten^^ 

2. Applicants WITHOUT a residence or their principal place of of busi- '° 

ness within the territory of an EPC Contracting State may themselves ' 
initiate European processing of their international application, pro- 
vided they do so before expiry of the 21st or 31st month from the the 
priority date (see also point 7 below) . 

During the European phase before the EPO as designated or eloctcd 
Office, however, such applicants must be represented by a pro- 
professional representative (Articles 133(2) and 134(7) EPC) . 

Procedural acts performed after expiry of the 21st or 31st month by a 
professional representative who acted during the international phase 
but is not authorised to act before the EPO have no legal effect and 

there I^re l^ad to lo**» of rights* . 

Please note that a professional representative authorised to act be- 
fore the EPO and who acted for the applicant during the International 
phase does not automatically become the representative for the Euro- 
pean phase. Applicants therefore strongly advised to appoint in good 
time any representative they wish to initiate the European phase for 
them; otherwise, the EPO has to send all communications direct to the 
applicant. 



EPO FORM 1201 (07.00) 



21/12/00 
000 



3» Applicants WITH a residence or their principal place of business 
within the territory of an EPC Contrectin State are not obliged to 
appoint a professional representative authorised to act before the 
EPO for the European phase before the EPO as a designated or elected 
Office. ^ 

However, in view of the complexity of the procedure it is recommended 
that they do so. 

4. Applicants and professional representatives are strongly advised to 
initiate the European phase using EPO Torn 1200 (available free of 
charge from the EPO). Ihis however is not compulsory. 

5. TO ENTER THE EUROPEAN PHASE BEFORE THE EPO, the following acts must 
be performed. (NB: Failure validly to do so will entail loss of 
rights or other adverse legal consequences). 

5.1 If the EPO acting as DESIGNATED OFFICE under Article 22(1) PCT, 
applicants must, within 21 months from the date of filing or 
(where applicable) the earliest priority date: 

a) Supply a translation of the international application into an 
EPO official language, if the International Bureau did not 
publish the application in such a language (Article 22(1) PCT 
and Rule 107(l)a) EPC). 

If the translation is not filed in due time, the international 
application is deemed to be withdrawn before the EPO 
(Article 24(1) (iii) PCT). 

b) Pay the national basic fee and, where a supplementary European 
search report has to be drawn up, the search fee 

(Rule 107(l)c) and e) EPC) . 

c) Within six months from publication of the international search 
report, pay a designation fee for each designated Contracting 
State (Rule 107(l)d) EPC), and file a written request for 
examination and pay the examination fee (Rule 107 (l)f) EPC). 



Anmaldung Nr. /Application NeTDsmanda nV //Patent NrVPotoni No. /Brave I n" 

00945731.8 



Biaturaea/Fttjiiifi 
2. 



EPO FORM 1201 (07.00) 



000 



PuUniUmt Patent Office des brevets 



5.2 If the EPO is acting as ELECTED OFFICE under Article 39(l)a) PCT 
applicants oust, within 31 months from the date of filing or 
(where applicable) the earliest priority date: 

a) File a translation as per 5.1 a) above. 

b) Pay the fees as per 5.1b) above. 

c) If the time limit under Article 79(2) EPC expires before the 
31-month time limit, pay the designation foe for each desig- 
nated Contracting State (Rule 107(l)d) EPC). 

d) If the time limit under Article 94(2) EPC expires before the 
31nBonth time limit, file the written request for examination 
AND pay the examination fee (Rule 107(l)f) EPC). 

e) Pay the renewal fee for the third year, if it falls due 
before the expiry of the 21-month time limit 

(Rule 107 (l)g) EPC) 

5.3 If the application documents on which the European grant pro- 
cedure is to be based comprise more then ten claims, a claims fee 
is payable within the time limit under Rule 107(1) EPC for the 
eleventh and each subsequent claim (Rule 110(1) EPC). The fee can 
however still be paid within a period of grace of one month from 
notification of an EPO communication (Rule 110(2) EPC). 

6. If the necessary fees axe not paid in time, they may still be validly 
paid within a period of grace of one month from notification of an 
EPO communication, subject to payment at the same time of a surcharge 
for each late-paid fee (Rule 85a(l), 85b EPC). 

For the renewal fee, the period of grace is six months from the fee's 
due date (article 86(2) EPC) . 

7. If the applicant had a representative during the application's inter- 
national phase, the present notes will be sent to the representative, 
asking him to inform the applicant accordingly. 

All subsequent connuni cations will be sent to the applicant, or - 
i£ Uaa K?G is informed of hi» appointment in time - to the appli- 
cants s European representative. 



AnniBtduno Nr /Application No/D«mand« n-,/A>*tont HrJPaiari NoT/Bmvot «\ 

00965731.8 



BrBtl/F»3«/KtUi|jB 
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EPO FORM 1201 (07.00) 



000 



Patemamt Patent Office dot breve* 



8. Por moit details about: rime limits find procedural acts before the EPO 
as desisnat d and elected Office, see the EPO brochure 

How to get a European patent 

Guide for applicants - Port 2 

PCT procedure before the EPO - "EURO-PCT" 

This brochure, the list of professional representatives before the 
EPO, Porm 1200 and the latest fees are all on the internet under 



http: //www. european -patent -of f ice . org . 



RECEIVING SECTION 



Awnelduno Nr./Apphcetlon NoJDuman** n- .//Potent Nr./Fai*M Ho.mrmx rr. 

00945731,8 



BJa 
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EPO FORM 1201 (07.00) 



000 
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HUIMTSIVIAIU 

Huntsman Surface Sciences UK Umttea 
P O Box 9792 

210-222 Hagley Road West 
Otdbury 

West Midlands D68 0WA 

Telephone --44(0)121429 0700 
Facsimile +44 (0) 121 430 5700 

HUNTSMAN SURFACE SCIENCES UK LIMITED 
CHANGE OF DETAILS 
FROM 1 MARCH 2002 

Dear Sirs 

You will be aware that our postal address recently changed to : 

PO Box 9792 
210-222 Hagley Road West 
Oldbury 
West Midlands 
B68 OWA 
GREAT BRITAIN 

£ s^^KfSsr effect ,rOT 1 Maroh 2002 - - 

Main switchboard : +44 121 420 5g12 

Direct Lines : Mr R G M Sav/dge +44 121 420 5868 
Mrs S M Stevenson +44 121 420 5864 
+44 121 420 5802 

DirSCtFax : *44 121 420 5806 

We would be grateful if you would use our direct lines whenever possible. 

Yours faithfully 

For and on behalf of 

Huntsman Surface Sciences UK Limited 

^li^^SDC3C3_^ . 

MRS S M STEVENSON 

PATENTS & TRADEMARKS A nMlNIST RATfiP 



Huntsman Surface Sciencos UK Limited 

Plaoc of Registration : Englgnd. Registered Number : 405614G . Registered Offir* ■ 177 am u 

. registered Office . 137-U3 Hammersmith Roaa. London W14 0QL 



Exhibit 5 



HUftjTSIVBAftl 



Huntsman Surface Sciences UK Limited 



Direct Tel 
Direct Fax 
Your Ref 



Date 



January 30, 2002 
+44(0)121 420 5431 
+44(0)121 420 5437 



P O BOX S761 

21 0 - 222 Hegley Road West 
Oldbury 

West Midlands BG9 4XB 



Telepnone +44 (0) 121 629 6700 
Facsimile +44 (0) 121 420 0700 



Our Ref 



2484658/mjc 
MPD315/AU/ 
RGMS/SMSL1 



VIA FAX — 
CONFIRMATION BY POST 



Davies Collison Cave 
1 Little Collins Street N 
Melbourne, Victoria 
AUSTRALIA 3000 



Dear Sirs 

AUSTRALIAN PATENT APPLICATION NO. 59716/00 
"PERSONAL CARE FORMULATIONS" 

I enclose the Report, as requested and confirm that no amendments have been 
made. The Applicant acquired its title form the first inventor by operation of UK law 
regarding the nature of his employment by the Applicant. I have asked the second 
Applicant to provide relevant details in respect of the second and third inventors. 

Yours faithfully 
For a0pn behalf of 



RGM SAVietSE 

MANAGER, PATENTS & TRADMEARKS GROUP 




Enc. 



Huntsman Surface Sciences UK Limited 

Place of Registration : England. Reflislercd Number : 40561*6 . Ragged office ■ Haverton Hill Road, Billingham, TS23 1P5 



- - - - — > >j-i i iui v< i n i i 



.. . i-ERNATIONAL PRELIMINARY EXAMINING AUTHORITY j 'Y 3X Qfttf 



To: 

SAVJDGE, Roger. Gordon, Madgwick 
Rhodia Consumer Specialties Limited 
210-222 Hagley Road West 
Oldbury 

West Midlands B68 ONN ; / j / , /? " / 
GRANDE BRETAQNE sf^/b / ■ ^^- ^ 

~ — > — — — ■ 1 


PCT 

NOTIFICATION OP TRANSMITTAL OF 
THE INTERNATIONAL PRELIMINARY 
EXAMINATION REPORT 

(PCT Rule 71.1) 


Data of marling . n 
(day/monlhfyear) * V* 10. 01 


AprtfTcani g^cth^^M's fils reference 
^PD315/PCT/flbMS 


IMPORTANT NOTIFICATION 


Intarnalional application No. 
PCT/EP00/05341 


International filing clal© (day/month/yoGr) 
09/0S/2000 


Priority dale (ctey/monthfysar) 
10/06/1999 



Applicant c. 



RHODJA CONSUMER SPECIALTIES LIMITED TRADING... et 



1. 



The applicant is hereby notified that this International Preliminaiy Examining Authority transmits herewith the 
international preliminary exam/nation report and Us annexes, ir any, established on the international application. 



2. A copy oi the import anrj iUi annexes, if tiny, is being transmitted to the International Bureau for communication 
to all the elected Offices. 



3. Where required by any of the elected Offices, the International Bureau will prepare an English translation of the 
report (but not of any annexes) and will transmit such translation to those Offices. 



4. REMINDER 

"rne applicant must enter the national phaso before each elected Office by performing certain acts (filing 
translations and paying national fees) within 30 months from the priority date (or later in some Offices) (Article 
39(1)) (see also the reminder sent by the International Bureau with Form PCT/IB/301). 

Whore a translation of the international application must be furnished to an elected Office, That translation must 
contain a translation of any annexes to the international preliminary examination report. It is The applicant's 

iGspoiibibiiifcy lo pieputc eiud furnish such Lian^lcition diiyciiy to each elected Office concerned. 

For further details on the applicable time limits and requirements of the elected Offices, sea Volume II of the 
PCT Applicant's Guide. 



Namo and mailing address of Iho IPGA/ 



European Patent Olficr 
D. 00233 Munich 

Tel. +49 89 2399 - 0 Tx: S23656 epmu d 
Fax: «K9 60 2393-/1*1(55 



Aulhorlzed officer 
Htitterer, G 

TeU49 09 2399-60SS 



ro/m PCT/IPFEAM16 (July 1932) 



PATENT COOPERATION TREATY 



PCT 

INTERNATIONAL PRELIMINARY EXAMINATION REPORT 
(PCT Article 36 and Rule 70) 



Applicant's or agent's flla reference 
MPD315/PCT/RGMS 


Ff>n triiQTWPR ArTinM ? B0 Notification of Transmittal ot intemalional 

run rUttrrlfcri AG HON Preliminary Examination Report (Porm PCT/1P5A/410) 


International application No. 

PCT/EPOO/05341 


Intemalional filing date (day/month/ycar) 
09/06/2000 


Priority asle caay/month/yoar) 
10/06/1999 



International Patent Classification (IPC) or national classification and IPC 
A61K7/00 



Applicant 

RHODIA CONSUMER SPECIALTIES LIMITED TRADING... et 



1 . This international preliminary examination report has been prepared by this International Preliminary Examining Author^ 
and is transmitted to the applicant according to Articl3 36. 

2. This REPORT consists Of a total of 5 Sheets, Including this cover sbest, 



□ This report is also accompanist! by ANNEXES, i.e. sheets of the description, claims and/or Orawings which have 

hson amended and nio the basis for this report c\nd/or ohocio containing rcctificottonc mziclc before this Authority 
(see Rille 70.1 6 nncJ Section 607 of the Administrative Instructions under the PCT), 

These annexes consist of a total of sheets. 



3. This report contains Indications relating to th« following items: 



I 




ll 


□ 


ill 


□ 


IV 


a 


V 




VI 


□ 


Vli 


□ 


VIII 


H 



citations and explanations suporting such statement 

C;r:: t:;in document;: ciEod 

Certain defecte in the international application 



" Date of submission of the dam and 
27/12/2000 


Date of complaiion of this report 

10.. 10. Of 


Name and moiling address of the International 
preliminary examining authority: 

European Paloni OM*ce 
$Y) D-B029fl Munich 

Tel, +49 69 2399 - 0 Tx: 523656 epmu d 
+49 09 2399-^65 


Authorizeo officer ^-*=t?~^ 

Progetter, M ft jj 

v^,. ^y 

Tolopnona No. B719 ^ ^ 



Form PCT/iPl^AAlOQ (cower choa;) (January 19D->) 



. /ERNATIONAL PRELIMINARY 
EXAMINATION REPORT 



Internationa! application No. PCT/EP00/05341 



I. Basis of the report 

1. With regard to the elem S nts of the international application (Replacement sheets which have been furnished to 
the receiving Office in response to an invitation under Article 14 are referred to in This report ss "originally filed* 
and sire not annexed to this report since they do not contain amendments (Rules 70. 7 6 and 70. 1 7)\ 
Description, pages; 

1-25 as originally filed 

Claims, Mo,: 

1-5 as originally filed 



2. With regard to the language, all the elements marked above were available or furnished to this Authority in the 
language in which the international application was filed, unless otherwise indicated under this ilem. 

These elements were available or furnished to this Authority in the following language; , which i3: 

□ the language of a translation furnished for the purposes of the international search (under Rule 23.1 (b)). 

□ the language of publication of The international application (undar Huie 48.3(b)). 

□ the language Of a translation furnished for the purposes of international preliminary examination (under Rule 
55.2 and/or 55.3). 

3. With regard to any nucleotide and/or amino acid sequence disclosed in the international application, the 
international preliminary examination was carried out on the basis of the sequence listing: 

O contained In tne international application in written form. 

□ filed together with the international application in computer readable form. 

□ furnished subsequently to this Authority in written rorrn. 

□ furnished subsequently to this Authority in computer readable form. 

□ The statement that the subsequently furnished written sequence listing does not go beyond the disclosure in 
the international application as filed has been furnished. 

□ Thn statement thnt the? information recnrrlnd in nompi it^r r«n<lfl&Id form i? identical to trvs written sequence 
listing has been furnished. 

4. The amendments have resulted in the cancellation of: 

□ the description, pages: 

□ the claims, Nos.: 

□ the drawings, sheets: 

5. □ This report has been established as if (some of) the amendments had not been made, since they have been 

considered to go beyond the disclosure as filed (Rule 70.2(c)): 



Form PCT/lPEAAt09 (OOXCS l-Vlll, Shaai 1) (July 199$) 



TERNATIONAL PRELIMINARY 
EXAMINATION REPORT Internationa) application No, PCT/EP00 /Q53 41 

(Any replacement sheBt containing such amendments must be referred to under item 1 and annexed to this 
report.) 

6. Additional observations, if necessary: 



V. Reasoned statement under Article 35(2) with regard to novelty, inventive step or Industrial applicability- 
citations and explanations supporting such statement 

1. Statement 
Novelty (N) 

Inventive step (IS) 



Yes: 


Claims 




No: 


Claims 


1-5 


Yes: 


Claims 




No: 


Claims 




Yea: 


Claims 


1-5 


No: 


Claims 





2. Citations and explanations 

wpriratc chest 



Vill. Certain observations on *he international application 



The following observations on the clarity of tho claims, description, and drawings or on the question whether the 
claims are fully supported by the description, are made: 
see separate sheet 



Form PCT/1PEAM09 {Boxes. I-Vlll, filial 2) (July 1896) 



INTERNATIONAL PRELIMINARY International application No. PCT/EP00/05341 

EXAMINATION REPORT - SEPARATE SHEET 

Re Item V 

Reasoned statement under Article 35 (2) with regard to novelty, inventive step or 
indusirial applicability; citations and explanations supporting such statement 

1 . Reference is made to the following documents: 

D1: DE 14 67 825 A (CHESEBROUGHJ=>ONDS INC.) 2 January 19B9 (1969-01- 
02) 

2.1. The subject-matter^of present claim 1 is not new according to Article 33(2) PCT. 
Document D1 already describes compositions comprising water, mineral oil, oil 
soluble surfactants and hydrophilic surfactams. 

The compositions of D'l are described as transparent mineral oil-water-gel3. The 
main use of these gels is as a "Frisi©rrniuel". 

The subject-matter of claim 1 cannot be clearly delimited from the compositions 
described in D1. See also the PCT-Guidelines III-4.8. 

Example I discloses a composition comprising 20% mineral oil, 15% surfactant 
with an HLB value of between 12.7 and 15.0, 10% surfactant with an HLB value 
of between 1 ,6 and 7.6. The ratio of oil to oil soluble surfactant is 2:1 , the ratio of 
oils soluble to hydrophilic surfactant is 1 :1 .5. 

It is stated that 60 n C lies just above the l 1 /L 1 transition temperature. 

2.2. With regard to dependent claims 2-4 it is noted that a positive opinion can only be 
given, if dependent claims refer to independent claims that meet the requirements 
of the PCT. 



3. The subject-matter of present claim 5 is not new according to Article 33(2) PCT. 
Document D1 describes a method for preparing compositions according to 
present claim 1 wherein mineral oil and the oil soluble surfactant are mixed and 
then a mixture of water and the hydrophilic surfactant is added. Water is added 
after the resulting mixture has been heated to a temperature above the "Gelpunkt 
which is the 1,/L, transition temperature. A cooling step is implicit, (p. 10, 3rd 
paragraph - p.1 1 , 2nd paragraph). 



Form PCT/SepaMtO ShQOtMOO (Shfi&l 1) (EPOApril 1007) 



INTERNATIONAL PRELIMINARY International application No. PCT/EP00/05341 

EXAMINATION REPORT - SEPARATE SHEET 



Re Item VIM 

Certain observations on the international application 

1 . The subject-matter of present claim 1 is not clear (Article 6 PCT). 

1.1. The expression: "a proportion based on the weight of ..." is not clear, Present 

claim 1 has been read as defining: 

a) a proportion of from 8:1 to 1 :5 of oil to oil soluble surfactant; and 

b) a proportion of from 1:1 to 1 :30 of oil soluble surfactant to hydrophilic 
surfactant. 

This interpretation of claim 1 is based on p.1 1 , 3rd paragraph. 

1.2. The statement "adapted to form an I, phase having 1,/L, transition temperature 
greater than 25°C is not clear. Either the compounds comprised in the 
composition result in a composition with the defined effect, or an essential feature 
defining the claimed composition is missing. 

At present, all compositions comprising the defined compounds in the described 
proportions are considered to be relevant. 



Form PCT/Ssparala 3heeiAI09 (3h=cl 2) (CPO-Apiil 1997) 
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F-on-S45/?Ko 



+613 



-104 P 001/G01 F-890 



To Fax No,: 
Page 1 of: 
Attention: 
From: 

Your file No.: 



732-524-2808 
1 

Paula Hein 
Ron Ziola 
see below 



Reply to Ottawa file no.: 77414-103 



Johnson & Johnson 
International Patent Law Division 
P.O. Box 1222 

New Brunswick. New Jersey 0' 903 
U.S.A. 



Dear Madam 

Re: 



SMART 

InteUectuaAPro 





.0. Box 2999, Station D 
[etcalfe Street, Suite 900 
Ottawa, Canada K1P5Y6 

Tel.: (613)232-2486 
Fax: (613)232-8440 




Proposed Entry of Canadian National Phase of 
PCT International Application 
Serial No. PCT /EP00/05341 

RHODIA CONSUMER SPECIALTIES LIMITED TRADING AS 
ALBRIGHT & WILSON SURFACTANTS EUROPE AND 
JOHNSON & JOHNSON CONSUMER COMPANIES, INC. 
Kevan Hatchman, et al. 

VourRef: SPC0948; 



Thank you for your facsimile dated February 19, 2002. 

The status of this case is that we are awaiting your instructions to proceed as per Sujata Barot.. 



RZ:srrr. 



Your. \ -:ry truly 
SMART &BIGGAR 

Ron Ziola 

Applications Supervisor 



If there are any transmission problems, please call (613) 232-2486. 

□ will . , Dmail 
Onginal copy and any enclosures h will not besentb y □ courier 

Tnr j n 'erir-v;cr. ccr.vrcd in this r?r~: :*r- ; cn i* c*nfi4e^.ial and on'y fo^ the intended recipient identified above. If you arc not 
the' intended reciF : ent you ve heebv noticed that ar.v dissemination or use of this communication is unlawful. If you have 
received this transmission in error, please immediately notify us by telephone (collect). Return the original message to as and 
retain no copy. 



FEB 25 'Z2 ii:3S 



+613 PAGE. 31 
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FRISHAUF, HOLTZ, GOODMAN, L ANGER & CHICK, P.C. 
ATTORNEYS AT LAW 



767 THIRD AVENUE, NEW YORK, NY. 10017-2023 



LEONARD HOLTZ 
HERBERT GOODMAN 
THOMASLANGER 
MARSHALL J. CHICK 
RICHARD S. BARTH 
DOUGLAS HOLTZ 
ROBERT P. MICHAL 

OF COUNSEL: 

STEPHEN H. FRISHAUF 

RICHARD M. GOLDBERG 



iS JAN I 8 



January 15, 2002 




coram 

TELEPHONE: (212) 319-4900 

FACSIMILES: 

GROUP 3: (212)319-5101 

GROUP 4: (212) 644-4834 



WILLIAM R. WOODWARD 
(1914-1994) 

E-MAIL: MJCHICK@FHGLC.COM 



VIA FACSIMILE - 1-732-524-5824 

Mr. Bernie Plantz 

JOHNSON & JOHNSON CONSUMER COMPANIES INC. 
One Johnson & Johnson Plaza 
New Brunswick, NJ 08933-7003 

Re: National Phase of PCT/EP00/0534 1 
U.S. Serial No. 10/018,238 

Kevan HATCHMAN /HUNTSMAN INTERNATIONAL LLC and 

JOHNSON & JOHNSON CONSUMER COMPANIES INC. 
Huntsman Ref.: MPD315/US/RGMS/SMSL4 

Our Ref. : 01795/HG 

Dear Mr. Plantz: 

I have left a number of telephone messages for you and other 
people at Johnson & Johnson; however, to date, I have no 
information for use in this matter. Apparently Huntsman 
International LLC and Johnson & Johnson Consumer Companies Inc. 
are to be the assignees of the subject application in the United 
States. The application has already been filed and has been 
granted a Serial No. 10/018,238. The next step requires a post- 
filed Declaration and Power of Attorney. Inventors from J&J are 
apparently Elvin LUKENBACH, Laura MCCULLOCH and Benjamin WIEGAND; 
at least these are the three inventors with United States 
residences. In addition, it is usual to send an assignment for 
signature at the same time. Finally, there is an issue as to 
where the invention was made. If it was made outside of the 
United States then there is no problem. If any part of the 
invention was made within the United States the facts should be 
considered and, if necessary, action taken so that a valid U.S. 
patent can issue. 



Mr. Bernie Plantz 
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January 15, 2002 



We were originally referred to Erin Harriman, but she is 
apparently on medical leave. Her assistant Beth was able to 
provide me with some current addresses for the U.S. inventors. 

1. Concerning where the invention was made, I had received 
a call from a Jim Tracey who had indicated that he would get back 
to me in December. I have not heard anything further from him 
and my attempts to call him were unsuccessful. The only listing 
was apparently at a company called Vistacon and when I called 
that number I was directed to another person (I did not leave a 
telephone message) . It is a fairly serious matter to file for a 
patent outside the United States when an invention is made, even 
in part, within the United States unless an export license is 
obtained. If reasonably prompt action is taken and there is a 
reasonable explanation, a retroactive license can be obtained. 
Otherwise a patent cannot issue in the United States. 

2. With respect to the Assignment, the only address that I 
have for Johnson & Johnson Consumer Companies Inc. is the same 
address that I have for Huntsman International LLC. I would like 
to confirm that address or obtain a correct address so that I can 
complete the Assignment document. 

3. Finally, is there a contact person to whom I can send 
the Declaration and Assignment for execution by the U.S. 
inventors . 



Your assistance in these matters is requested. 



MJC/ld 




cc: Mr. Roger G.M. Savidge 
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FRISHAUF, HOLTZ, GOODMAN, LANGER & CHICK, P.C 
ATTORNEYS AT LAW 



RECEIVED 
F^B 0 7 2002 



767 THIRD AVENUE, NEW YORK, N.Y. 10017-2023 



Woccccck Washburn Kurt2 
Mackiewicz & Morris LLP 



LEONARD HOLTZ 
HERBERT GOODMAN 
THOMAS LANGER 
MARSHALL J. CHICK 



TELEPHONE: (212) 319-4900 



FACSIMILES: 

GROUP 3: (212) 319-5101 

GROUP 4: (212) 64^4834 



RICHARD S. BARTH 
DOUGLAS HOLTZ 
ROBERT P. MICHAL 



WILLIAM R. WOODWARD 
(1914-1994) 



OF COUNSEL: 

STEPHEN H. FRISHAUF 



VIA EXPRESS MAIL 



E-MAIL: MJCHICK@FHGLC.COM 



RICHARD M. GOLDBERG 



February 6, 2002 



Wendy A. Choi, Esq. 
Woodcock Washburn 
One Liberty Place, 4 6 th Floor 
Philadelphia, PA 19103 

Re: U.S. Serial No. 10/018,238 

Kevan HATCHMAN, et al. /HUNTSMAN INTERNATIONAL LLC and 

JOHNSON & JOHNSON CONSUMER 
COMPANIES INC. 



Dear Wendy: 

Referring to our telephone discussion earlier today, I am 
enclosing a copy of the subject application and of some citations 
which were sent to us by Roger Savidge. 

There are no outstanding deadlines at this time (however see 
the numbered paragraphs below) . 

1. As I explained during our earlier telephone discussions, 
it appears that a retroactive foreign filing license must be 
obtained if a valid U.S. patent is to issue in this case. You 
had indicated that you were going to obtain a time line as to 
when the inventions were made and other facts. I assume that the 
responsibility for pursuing the retroactive license has been 
transferred to you along with the responsibility for the 
application. Petitioning the Patent Office for retroactive 
license under 37 CFR 5.25 should be done as quickly as possible 
after you are able to confirm that one is required. 



Your Ref. : SPC-948 US 

J&J Ref. : JJ-0107 

Huntsman's Ref.: MPD315/US/RGMS/SMSL4 

Our Ref. : 01795/HG 



Wendy A. Choi, Esq, -2- February 6, 2002 



2. No inventor declarations have been filed. there should 
be a requirement for such a declaration with a two month term 
received shortly. We will forward the requirement to you as soon 
as it is received. We assume that the power of attorney and 
address for such documents will be to you. 

3. No assignment documents were filed. (We usually send 
them with the declaration to be signed at the same time) . 

4 . Should you want to prepare declaration and assignment 
documents before the official requirement is made, please note 
that we confirmed the serial number with a telephone call to the 
Patent Office. 



MJC/ld 
Encs . 




JBWItac'dPCT/PTO 0 7 0EC2W 

10/018238 

RECEIPT ACKNOWLEDGED: 

gCT Nation^ — feBBlS ba ^ ™ ^V*™^ 05341 
Transmittal Letter Form PTO-1390 (in duplicate); 
r^rk No 8422 9 for $890.00; PRELIMINARY 
AMENDMENT; INFORMATION DISCLOSURE STATEMENT, 
includ. FORM PTO-1449A; also enclosed. Copy or 

^;ssi^ - quest 

FOR PUBLICATION OF ASSIGNMENT INFORMATION; 
CHANGE OF CORRESPONDENCE ADDRESS APPLN 

Due Date: December 10, 2001 - MJC/ia 

01795/HG - HATCHMAN et al -"PERSONAL CARE 
FORMULATIONS" 

Express Mail Label No EL 874 117 723 US 
Date of Deposit: December 7, 2001 



\ 



OJLM rro-i J90 J1J6PAJI TCFCOMM£RCS?ArD*T A.VO ^AOBMAAK OfFTCS 

TRANSMITTAL LETTER TO THE UNITED STATES 
DESIGNATED/ELECTED OFFICE (DO/EO/US) 
CONCERNING A FILING UNDER 35 U.S.C. 371 


TTOMteY S OOCXETNUMttJl 

01795/HG 

U.S. ApfUCATTON Ma i IfVw M i7 CTR 1.3 


fXTT^II W ATIrtW a f t DDI 'f* xTlCWi MH fXl ! V. 11X1 -X TTf*\XJ A 1 CTT rvi/T HaTT 
LW I nxvI*H | ION AL .ArruL.AiiUr* .NU. ir* I CJvT« A 1 UJC* AL, r LLiiNCj DATfi 

PCT/EPOO/05341 JUNE 9, 2000 


PRIORITY DATE CLAIMED 
JUNE 10, 1999 


ITflLE OK INVENTION 

PERSONAL CARE FORMULATIONS 


APPLICANTS FOR DO/EO/US Kevan HATOT1AN, Elvin LUKENBACH, Laura MTTrr.TDTH and 

Benjamin WIBGAND 



I}® This is a FIRST submission of items concerning a filing under 35 US.C 371. 

2. Q This is a SECOND or SUBSEQUENT submission of items concerning a filing under 35 U.S.C 371. 

3. 0 This is an exp re ss request to begin national examination procedures (35 U.S.C. 371(f)). The submission most include 
items (5). (6), (9) and (21) indicated below. 

(Z£ The US has been dected by me expiration of 19 months from the priority date (Article 51). 

5. ffij% A copy of the International .Application as filed (35 U.S.C. 37l(cX2)) 

a. £fl 15 attached hereto (required only if sot communicated by the International Bureau). (As WO 00 /76460 A2 ) 

b. 5oT has been communica ted by the International Bureau. 

c. Q is not required, as the application was filed in the United States Receiving Office (RO/US). 

6. | | An English language translation of the International Application as filed (35 U.S.C. 371(c)(2)). 

a. Q is attached hereto. 

b. Q has been previously submitted under 35 U.S.C. I54(d)( a ). 

7. n Amendments to the claims of me International Apiication under PCT .Article 19 (35 U.S.C. 371(c)(3)) 

a. |j arc attached hereto (required only if not communicated by the International Bureau). 

b. £j have been communicated by the International Bureau. 

c have not been made: however, the time limit for making such amendments has NOT expired. 

d. Q have not been made and will not be made. 

3. Q An English language translation of the amendments to the claims under PCT Article 19 (35 U.S.C 371 (c)(3))- 
9. □ An oath or declaration of the inventors) (35 US.C. 371(c)(4)). 

10. (Zl An English ianugage translation of the annexes of the International Preliminary Examination Report under PCT 

Article 36 (35 U.S.C. 371(c)(5)). 

Items 11 to 20 below concern documents) or information included: 

1 1. Sk An Information Disclosure State m e nt under 37 CTR 1.97 and 1.98. 

12. □ An assignment document for r e cordin g. A separate cover sheet in compliance with 37 CFR 3.28 and 3J1 is included. 

13. (3? A FIRST preliminary amendment. 

14. Q A SECOND or SUBSEQUENT preliminary amendment. 
15.0 A substitute specification. 

1 6. fiRr A change of power of attorney and/or address letter. 

17. 0 A computer-readable form of the sequence listing in accordance with PCT Rule I3ter.2 and 35 U-S.C. 1.S21 - 1.325. 

18. Q A second copy of the published international application under 35 U.S.C. 154(d)(4). 

19. Q A second copy of the English language translation of the international application under 35 U.S.C. 154(d)(4). 

20. lX% Other items or information: Bxnxwaa Mail Maumg Label 

Nc:et, 874 117 723 US 

(i) Copy of WO 00/76460 A2 Date^Depoem Decanber 7# 2001 

(ii) PCT/ ISA/210 (Search Report) I hereby cert* ttiattm. paper isbema 

( iii )PCT/lB/304 (Priority Document Sent) deposited with me auedstatoe Postal 

( i v ) PCT / T"R / ? 0 ft /a ^ t « ^ . , rTO\ Service "Sapresa Mail Poet Office to 

, * jrui/lS/JUB (Appin. sent to U.S.) Addreaaee' service under 37 CFR 1. 10 on zhe 

(V) REQUEST FOR PUBLICATION OF ASSIGNMENT data indicate above and is addressed zo 

INFCRMAT ION TJ^^^^t' *" 



U I vmjC\TION NO. ,.t tarn*. ». „ cm I.H 



PCT/EPOO/05341 



2 1. @{ The following fees are submitted: 

BASIC NATIONAL FEZ (37 CFR 1.492 (a) (I) - (5)): 

Neit her in temanonai preliminary nraminarion fee (37 CFR l 482) 

™5 '^SS'^^'J* 07 0711 1 - 445 ( a K2)) paid to USPTO 
and tatemanonai Search Report am prepared by tae EPO rJPO 

. . 51040.00 

U^TO^rS^^,? ainiMrion <« (37 CFR 1.4821 not paid to 

USPTO but International Search Report prepared by the EPO arJPO SS9C.00 

iMernadoMl preliminary ocaminanoo fee (37 CFR 1.482) not paid to USPTO 

but intemanonai search fee (37 CFR 1.445(aX2)) pud to USPkT ™ . „ 40M 

tewnanonal preliminary examination fee (37 CFR 1.482) paid a> USPTO 
but aii chums did not sansty provisions of PCT Article 33< IM4) . . . . $710.00 
International preliminary examination fee (37 CFR 1.482) paid to USPTO 
and all claims sansfied provisions of PCT Article 33(1X4) . „ $ 100 no 

ENTER APPROPRIATE BASIC FEE AMOUNT " 



ATTOKHFi-30OCXEr> 

01795/HG' 

CALCuixnoas pto use only 



^^^^5^*^ for 111,5 oath or Gannon later than H ^<f 

m ntfas from cfae earliest claimed priority date (37 CFR 1.492(e)). 

CLAIMS 
Total claims 



□ 30 



[Independent claims 



NUMBER FILE D 
6 -20 



1 



NUMBER EXTRA 

0 



RATE 
x 518.00 



890,00 



TIPLE DEPENDENT CLAIM(S) (if applicable) 



X $84.00 



$230.00 



TOTAL OF ABOVE CAT nn ATIONs' = \ S ~T^T^ 

itv ct5»ntc *!7 rrro : -t-l r- : — H — — ■ 1 o ? u » uu 



- . v^nj^uuLAAA^n a = 

□ ^Sla bTf/r mtity ^ 37 0711 L2 ' ™= fess indicaIed ab ° v * 



™„ C r, S '2* f « ^S130.00 for furnishing the English translation later than 
I months from the eariiest claimed priority date (37 CFR 1.492(f)) 



SUBTOTAL = 



20 |J30 
1UTAL NATIONAL FEE = 



TOTAL FEES ENCLOSED = 



a- (3c A check in the amount of S 890 . 00 



Amount to be 
refunded: 



°- Q Please charge my Deposit Account No. 



A duplicate copy of this sheet is enclosed. 



. to cover the above fees is enclosed 
in the amount of $ 



to cover the above fees. 



^ E A. Wh ^ 3n apP u r °P™ te toit u «^r 37 CFR 1.494 or 1.495 has act 
1.137 (a) or (b)) most be filed and granted to restore the application to pending 

SEND ALL CORRESPONDENCE TO: 

FRXSHAUF, HOLTZ, GOODMAN LANGER & CHICK P C 
767 Third Avenue - 25^ Floor 
New York, NY 10017-2023 II 



(37 CFR 




*TURE 



Tel. No. (212) 319-4900 
Pax No. (212) 319-5101 

Date: December 1 , 2001 



01933 

PATENT .TWAOCMA«X OFFtCC 



MARSHALL J. CHICK 
NAME 
26,853 

REGISTRATION NUMBER 



Attorney Docket No. 01795/HG 
IN THE UNITED STATES PATENT 



Express Nail Nailing Label 

»o.: EL 874 117 723 US 

Oat of Deposit: Oecenber 7, 2001 



I hereby certify that this paper is being 
deposited with the United States Postal 
Service -Express Nail Post Office t 
Addressee 11 service under 37 CFR 1.10 on the 
date indicated above and is addressed to the 
Assistant Coenissioner for Patents, 
Washington, O.C. 20231 



Applicant (s) : 



Kevan HATCHMAN et al. 



Serial No. 



To be assigned (U.S. 
National Phase of 
PCT/EP00/05341 
filed June 9, 2000) 



Laraine Oobies 




Art Unit 



Examiner 



For 



Filed 



CONCOMITANTLY HEREWITH 



PERSONAL CARE FORMULATIONS 



In the event that this Paper is late filed, 
and the necessary petition for extension of 
tine is not filed concurrently herewith, 
please consider this as a Petition for the 
requisite extension of time, and to the 
extent not tendered by check attached 
hereto, authorization to charge the 
extension fee, or any other fee 
required in connection with this Paper 
to Account Mo. 06-1378. 



ATTENTION BOX PCT 

PRELIMINARY AMENDMENT FILED CONCOMITANT 
WITH NATIONAL PHASE PCT APPLICATION 

Assistant Commissioner for Patents 
Washington, D.C. 20231 

SIR: 

This is a PRELIMINARY AMENDMENT filed in the above- 
referenced national phase PCT application being filed 
concurrently herewith. 

Please amend as follows: 

IN THE SPECIFICATION : 

Before the first paragraph of the specification insert the 
following paragraph: --This application is a U.S. National Phase 
Application under 35 USC 3 71 of International Application 
PCT/EP00/05341 (published in English) filed June 9, 1999.-- 



Cancel claim 4. 

Add the following new claims 6 and 7: 

6. (New) A composition according to claim 1 wherein the oil 

comprises at least 16% based on the weight of oil, of a mineral 
oil . 

7. (New) A composition according to claim 3 wherein the oil 

comprises at least 16% based on the weight of oil, of a mineral 
oil • 
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Entry of this AMENDMENT and a favorable action on the merits 
are respectfully requested. 



Frishauf, Holtz, Goodman, 

Langer & Chick, P.C. 
767 Third Ave., 25th Floor 
New York, NY 10017-2023 
Tel. No. (212) 319-4900 
Fax No. : (212) 319-5101 
MJC/ld 
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Attorney Docket No- 01795/HG 

IN THE UNITED STATES PATENT 
AND TRADEMARK OFFICE 



Applicant (s) 
Serial No. 



Filed 
For 

Art Unit 
Examiner 



Kevan HATCHMAN et al. 

To be assigned (U.S. 
National Phase of 
PCT/EP00/05341 
filed June 9, 2000) 

CONCOMITANTLY HEREWITH 

PERSONAL CARE FORMULATIONS 



Express Hail Mailing Label 

No.: EL 874 117 723 US 

Date of Deposit: December 7, 2001 

I hereby certify that this paper is being 
deposited with the United States Postal 
Service •Express Nail Post Office t 
Addressee 41 service under 37 CfR 1.10 on the 
date indicated above and is addressed t the 
Assistant Cosanssioner for Patents, 
Washington, O.C. 20231 



A 



Laraine Oobies 

In the event that this Paper is lat filed, 
and the necessary petition for extension of 
time is not filed concurrently herewith, 
please consider this as a Petition for the 
requisite extension of time, and to the 
extent not tendered by check attached 
hereto, authorization to charge the 
extension fee, or any other fee 
required in connection with this Paper 
to Account No. 06-1378. 



ATTENTION BOX PCT 



INFORMATION DISCLOSURE STATEMENT 
FILED CONCOMITANT WITH NATIONAL 
PHASE PCT A PPLICATION 



ASSISTANT COMMISSIONER FOR PATENTS 
Washington, D.C. 20231 

SIR: 



Submitted herewith are the following: 

(1) Copy of International Search Report issued in the 
above -referenced PCT application; 

(2) Copies of the cited publications are not enclosed 
herewith (this is a PCT national phase application) ; 

and 

(3) Substitute Form PT0-1449A. It is requested that an 
initialed copy of the form PTO-1449 be returned to 
indicate that the publications listed therein have been 
considered and made of record. 



Each of the cited publications is considered relevant or 
material to the patentability of the present invention in view of 
the citation thereof in said communication and for the reasons 
stated in said communication. Said communication is in English. 

This is being filed concurrently with the entry into the 
national phase and, therefore, is timely filed. No late fee is 
required. 

It is therefore respectfully requested that the cited 
publications listed in the attached Substitute Form for PTO-1449A 
be considered and made "of record". . 



/ 



Frishauf, Holtz, Goodman, 

Langer & Chick, P.C. 
767 Third Ave., 25th Floor 
New York, NY 10017-2023 
Tel. No. (212) 319-4900 
Fax No. : (212) 319-5101 
MJC/ld 



Respectfully submitted, 




J4AI?5SHALL If / CHICK 
Reg. No. 26,853 
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Please type a plus sign (♦) tnsic 



lis box 



- 0 



PTO/SB/08A (08-00) 
1 Pacent and Trademark Office: U.S. DEPARTMENT OP COMMERCE 



Substitute for Form 1449A/PTO 

INFORMATION DISCLOSURE 
STATEMENT BY APPLICANT 


Application Number 




Filing Date 


Herewith 


First Named Inventor 


Kevan HATCHMAN et al. 


Gr up Art Unit 
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(^4) Title: PERSONAL CARE FORMULATIONS 



O (57) Abslract: Personal care compositions contain at least 20 * water. 10 to 40 ft total surfactant and 2 to 40 ft of ^ a 
° mineral, fatty ester, glyceride, terpene or silicone oil wherein said surfactant comprises (a) an oil soluble surfactant bavmg anHLBo^ 
O from 2 to 10 in a proportion of from 8:1 to 1:5 based on the weight of oil and (b) a bydrophilic surfactant having an HLB greate 'Aon 
> 11 in a weUht proportion of from 1:1 to 1:30 based on the weight of (a), said water surfactant and oU being present in proportion* 
^ adapted to form an I, phase having an I,/L, transition temperature greater than 25 °C. 
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PERSONAL CARE FORMULATIONS 

The present invention relates to shampoo or cleaning compositions suitable for personal 
care applications in the form of Ii mesophase systems containing dispersed oil. 

Dispersing oil in aqueous shampoo and body wash formulations has presented problems. 
To prevent the oil phase separating it must either be: (A) emulsified which involves 
dispersing the oil as colloidal single droplets; (B) microemulsified which involves 
forming a micellar solution with oil incorporated into surfactant micelles; (C ) suspended 
in a structured surfactant system which typically comprises a dispersion of a surfactant 
mesophase in aqueous electrolyte; or (D) incorporated into a water soluble solid, pasty or 
gelatinous composition. 

With the exception of microemulsions which are clear, thermodynamically stable, 
micellar solutions, the foregoing systems are necessarily opaque and contain the oil 
dispersed in a relatively coarse form, which does not deposit satisfactorily on skin or hair. 

However microemulsions are difficult to formulate using the surfactants which are most 
effective in body wash and other personal care formulations and contain relatively low 
concentrations of surfactant. 

We have now discovered that oil may be stably incorporated into the structure of an Ii 
phase to form a clear gel-like composition which contains higher concentrations of 
surfactant and oil than conventional microemulsions, but which dissolves in water to 
form a microemulsion. The novel oil-in-Ii compositions also form microemulsions on 
heating. 
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Surfactants are known to form mesophases or liquid crystal phases at concentrations 
above approximately 30% by weight based on the weight of water and surfactant. 
Mesophases are phases which exhibit a degree of order intermediate between typical 
liquids and solids. Generally mesophases combine long range order associated with 
crystals, with fast molecular motion common to liquids. 

The formation of detergent mesophases is well documented. Different surfactants and 
surfactant mixtures differ widely in their ability to form the numerous different 
mesophases, and in respect of the conditions of concentration and temperature at which 
they are formed. For a typical surfactant of the type normally used in cleaning products 
the following mesophases are usually observed. The concentrations given are illustrative 
only and may vary considerably from one surfactant or surfactant mixture to the next. 

Below approximately 30% surfactant an isotropic Lj phase is formed (with micelles of 
surfactant in water). Above 30% surfactant many detergents form a M phase which is not 
normally used in personal care applications^- sinue it.dos not show suitable flow 
characteristics and is difficult to dissolve or disperse in water. Above the concentrations 
required to form an M phase, but usually at concentrations of less than 80% active 
surfactant, i.e. 60%-80% a G-phase is formed. At concentrations higher than, those 
required to form a G-phase, i.e. typically greater than 80% active surfactant, most 
surfactants form a hydrated solid, and some, especially non-ionic surfactants form a 
liquid phase containing dispersed micelle sized droplets of water - an inverted micellar 
solution known as an L 2 phase. L 2 detergent systems do not disperse readily in water and 
have a tendency to form undesirable gels, e.g. M phases, on dilution. 

Some surfactants form viscous isotropic or VI phases. These are immobile phases 
usually with a vitreous appearance, and have been relatively little studied compared to the 
other phases discussed above. They have been virtually ignored in the context of 
formulating cleaning compositions because most of the surfactants and surfactant systems 
which arc commonly used in cleaning compositions do not form VI phases, at least at 
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normal temperatures, or form them only within narrow concentration ranges and because 
their known properties as immobile gels has deterred formulators from investigating 
them. They are recognised as being the most viscous of the lyotropic mesophases. 

The different surfactant phases can be recognised by a combination of appearance, 
rheology, textures under the microscope, electron microscopy and x-ray diffraction or 
neutron scattering. A detailed description with illustrations, of the difference textures 
observable using a polarising microscope, is to be found in the paper by Rosevear 
JAOCS Vol31,p628. 

The following terms may require explanation or definition: 

The "hydrophilic: lipophilic balance", or "HLB" value is used as a measure of the relative 
affinities of the surfactants for water and oil respectively and correlates with their 
effectiveness as ernulsifiers. HLB value can easily be calculated for alcohol ethoxylates 
since it is one fifth of the weight* percent of. ethyjene oxide based on the total mole 
weight. Other surfactants can be assigned equivalent values by applying more 
complicated formulae or by measuring their relative affinity for water and oil. An HLB 
value of 20 represents a completely water soluble oil insoluble surfactant, while an HLB 
value of 0 represents a completely oil soluble and water insoluble surfactant. 

"Optically isotropic" surfactant phases do not normally tend to rotate the plane of 
polarisation of plane polarised light. If a drop of sample is placed between two sheets of 
optically plane polarising material whose planes are at right angles, and light is shone on 
to one sheet, optically isotropic surfactant samples do not appear substantially brighter 
than their surrounding when viewed through the other sheet. Optically anisotropic 
materials appear substantially brighter. Optically anisotropic mesophases typically show- 
characteristic textures when viewed through a microscope between crossed polarisers, 
whereas optically isotropic phases usually show a featureless continuum. 
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"Newtonian liquids" have a viscosity which remains constant at different shear rates. For 
the purpose of this specification, liquids are considered Newtonian if the viscosity does 
not vary substantially at shear rates up to 1000 sec' 1 . 

"Lamellar" phases are phases which comprise a plurality of bilayers of surfactant 
arranged in parallel and separated by liquid medium. They include both solid phases and 
the typical form of the liquid crystal G-phase. G-phases are typically pourable, non- 
Newtonian, anisotropic products. They are typically viscous-looking, opalescent 
materials with a characteristic "smeary" appearance on flowing. They form characteristic 
texture under the polarising microscope and freeze fractured samples have a lamellar 
appearance under the electron microscope. X-ray diffraction or neutron scattering 
similarly reveal a lamellar structure, with a principal peak typically between 4 and lOnm, 
usually 5 to 6nm. Higher order peaks, when present occur at double or higher integral 
multiples of the Q value of the principal peak. Q is the momentum transfer vector and is 

_2« [pi] 

related, in the case of lamellar phases, to the repeat spacing d by the equation Q-"^" 
where n is the order of the peak. 

G-phases, however, can exist in several different forms, including domains of parallel 
sheets which constitute the bulk of the typical G-phases described above and spherulites 
formed from a number of concentric spheroidal shells, each of which is a bilayer of 
surfactant. In this specification the term "lamellar" will be reserved for compositions 
which are at least partly of the former type. Opaque compositions at least predominantly 
of the latter type in which the continuous phase is a substantially isotropic solution 
containing dispersed spherulites are referred to herein as "G-phase compositions". G- 
phases are sometimes referred to in the literature as L (a iph 3 ) phases. 

Li-phases are mobile, optically isotropic, and typically Newtonian liquids which show no 
texture under the polarising microscope. Electron microscopy is capable of resolving the 
texture of such phases only at very high magnifications, and X-ray or neutron scattering 
normally gives only a single broad peak typical of a liquid structure, at very small angles 
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close to the reference beam. The viscosity of an Li -phase is usually low, but may rise 
significantly as the concentration approaches the upper phase boundary. 

"M-phases" are typically immobile, anisotropic products resembling low melting point 
waxes. They give characteristic textures under the polarising microscope, and a 
hexagonal diffraction pattern by X-ray or neutron diffraction which comprises a major 
peak, usually at values corresponding to a repeat spacing between 4 and lOnm, and 
sometimes higher order peaks, the first at a Q-value which is 3°° times the Q-value of the 
principal peak and the next double the Q-value of the principal peak. M-phases are 
sometimes referred to in the literature as H-phases. 

The viscous isotropic or "VI" phases are typically immobile, non-Newtonian, optically 
isotropic and are typically transparent, at least when pure. VI phases have a cubic 
symmetrical diffraction pattern, under X-ray diffraction or neutron scattering, with a 
principal peak and higher order peaks at 2° * and 3°° times the Q-value of the principal 
peak. 

These cubic liquid crystalline phases are sometimes observed immediately following the 
micellar phase at ambient temperature as the concentration of surfactant is increased. It 
has been proposed that such VI phases, sometimes referred to as 1 1 phase, may arise from 
the packing of micelles (probably spherical) in a cubic lattice. At ambient temperature a 
further increase in surfactant concentration usually results in hexagonal phase (Mi), 
which may be followed by a lamellar phase (G). Ii phases, when they occur, are usually- 
only observed over a narrow range of concentrations, typically just above those at which 
the L i -phase is formed. The location of such VI phases in a phase diagram suggests that 
the phase is built up of small closed surfactant aggregates in a water continuum. 

An inverse form of the Ii phase (the h phase) has also been reported, possibly between 
the inverse hexagonal (M2) and L2 phases. It consists of a surfactant continuum 
containing a cubic array of inverted micelles. An alternative form of the VI phase called 
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the V| phase has been observed at concentrations between the M and G phases and may 
comprise a bicontinuous system. This may exhibit an even higher viscosity than the Ij. 
An inverse phase, the V 2 phase, between the G and Mi phases has also been postulated. 

VI phases are typically examples of "ringing gels". When a jar or beaker containing 
such a phase is sharply struck, a distinctive vibration can be felt in the composition. 

The l)/L\ transition temperature will be referred to herein as the melting point of the Ii 
phase for convenience, although it is not strictly speaking the melting point since the VI 
phases are not solids. 

All references herein to the formation or existence of specific phases or structures are to 
be construed, unless the context requires otherwise, as references to their formation or 
existence at 20°C. 

Hexasonal gels (M-phase) have been referred to in the prior art as cleaning compositions, 
e.g. GB 2 179 055, EP I 153 837 and colloidal gels formed with gelling agents such as 
synthetic polymers or gelatin have also been suggested, e.g. US 4 465 663. 

However these compositions cannot be readily dissolved in water to form 
microemulsions. They are moreover usually opaque and of an unattractive appearance 
and often require the presence of solvents such as glycols which add to the cost and are 
environmentally undesirable. 

The use of a type of ringing gel to suspend oil for cosmetic or pharmaceutical 
applications was described in US 4 026 818 but the formulation requires the presence of 
hydroxylic solvents and utilises a surfactant system which is unsuitable for shampoo 
applications. EP O 598 335 describes the use of various cubic phases including l\ phases 
as laundry prespotters and for other cleaning formulations. If does not suggest how such 
phases could be used to suspend oil or form microemulsions. Normally attempts to 
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suspend oil in surfactant mesophases result in coarse droplets of oil being suspended in 
the aqueous phase of a structured surfactant. 

Our invention provides a concentrated personal cleansing composition comprising, by 
weight of the composition, at least 20% water, 10 to 40% total surfactant and 2 to 40% of 
oil, such as a mineral, fatty ester, glyceride, terpene or silicone oil wherein said surfactant 
comprises (A) an oil soluble surfactant having an HLB of from 2 to 10 in a proportion of 
from 8:1 to 1:5 based on the weight of oil and (B) a hydrophilic surfactant having an 
HLB greater than 1 1, in a weight proportion of from 1:1 to 1:30 based on the weight of 
(A), said surfactant water and oil being present in proportions adapted to form an l\ phase 
having an I|/L ( transition temperature greater than 25°C. 

The surfactants are preferably selected to provide an Ii phase over a comparatively broad 
surfactant concentration range e.g. more than i 5% or greater, which range typically lies 
above 15% by weight total surfactant based on the weight of the composition e.g. 
between 20% and 40% by weight surfactant ususily hetween 25% and 60%. 
The surfactants are preferably selected to provide an I t phase which melts above 30°C 
e.g. above 35°C, most preferably above 40°C. Preferably the h phase melts at a 
temperature substantially below 100°C, e.g. below 90°C, more preferably below 80°C, 
most preferably below 70°C, especially below 60°C\ typically below 55°C. usually below 
50°C 

The surfactant mixture preferably has a mean HLB based on the molar proportions of the 
components between 10 and 15 e.g. 11 to 14. The surfactants preferably comprise non- 
ionic surfactants such as ethoxylated alcohols. It has been found that highly ethoxylated 
fatty alcohols, e.g. more than 10 EO groups, preferably more than 15 EO groups, 
especially 1 8 to 50 EO groups form Ii phases panicularly readily. 



Other non-ionic surfactants which may be present include:- 
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alkyl phenol ethoxylates, fatty acid ethoxylates, fatty acid monoalkylolamide ethoxylates, 
fatty alcohol propoxylates, fatty anime alkoxylates and fatty acid glyceryl ester 
ethoxylates. Other non-ionic compounds suitable for inclusion in compositions of the 
present invention include mixed ethylene oxide propylene oxide block copolymers, low 
relative molecular mass polyethylene glycols e.g. PEG600 and PEG200, ethylene glycol 
monoesters, amine oxides and alkyl polyglycosides. alkyl sugar esters including alkyl 
sucrose esters and alkyl oligosaccharide ester, alkyl capped polyvinyl alcohol and alkyl 
capped polyvinyl pyrrolidone. 

Compositions of the invention may also comprise anionic surfactants, in addition to or 
instead of non-ionic surfactants. Anionic surfactant may comprise a C10-20 alkyl benzene 
sulphonate or an alkyl ether sulphate which is preferably the product obtained by 
ethoxylating a natural fatty or synthetic Cjo.20 e.g. a Q2-14 alcohol with from 1 to 20, 
preferably 2 to 10 e.g. 3 to 4 ethyleneoxy groups, optionally stripping any unreacted 
alcohol, reacting the ethoxylated product with a sulphating agent and neutralising the 
resulting alkyl ether sulphuric acid with a base.. The term also includes alkyl glyceryl 
sulphates, and random or block copolymerised alkyl ethoxy/propoxy sulphates. 

The anionic surfactant may also comprise, for example, C 10-20 e.g. Cp-is alkyl sulphate. 

The surfactant may comprise a Cs-20 e.g. C 10-20 aliphatic soap. The soap may be saturated 
or unsaturated, straight or branched chain. 

Preferred examples include dodecanoates, myristates, stearates, oleates, linoleates, 
linoleates and palmitates and coconut and tallow soaps. 

The surfactant may include other anionic surfactants, such as olefin sulphonates, paraffin 
sulphonates, taurides, isethionates, ether sulphonates, ether carboxylates, aliphatic ester 
sulphonates e.g. alkyl glyceryl sulphonates, sulphosuccinates or sulphosuccinamates. 



\VO 00/76460 



-9- 



PCT/EP00/05341 



The cation of any anionic surfactant is typically sodium but may alternatively be 
potassium, lithium, calcium, magnesium, ammonium, or an alkyl ammonium having up 
to 6 aliphatic carbon atoms including isopropyl ammonium, monoethanol ammonium, 
diethanol ammonium, and triethanol ammonium. 

Ammonium and ethanol ammonium salts are generally more soluble than the sodium 
salts. Mixtures of the above cations may be used. 

The composition may contain amphoteric surfactants such as betaines sulphobetaines, 
amido betaines or imidazoline betaines. 

The 1 1 phase may be conveniently prepared by mixing the oil and oil soluble surfactant 
and adding sufficient water to the water soluble surfactant to maintain a lamellar phase. 
The oil and oil soluble surfactant may be stirred into the lamellar composition at elevated 
temperature, above the melting point of the desired Ii phase. The composition is then 
diluted with hot water until a microemulsion is formed and then cooled to solidify it into 
the l\ phase. 

The oil is preferably a mineral oil (e.g. a low molecular weight petroleum ether having, 
for example, a boiling point below 120°C e.g. below 100°C especially below 80°C) or a 
lower molecular weight fatty ester (e.g. one having less than 25 carbon atoms) such as 
isopropyl esters of lauric isostearic or palmitic acids or their ethyl analogues. Other oils, 
including higher mol weight fatty esters, e.g. oleyl oleate, fatty glycerides, terpene oils 
such as limonene or silicone oils may present difficulties in providing clear compositions. 
Such oils can nevertheless be incorporated in clear formulations by blending with 
sufficient mineral oil (preferably low molecular weight mineral oil). The amount 
required varies according to the nature of the oil. Typically the blend contains at least 
16%, based on the total weight of oil, of the mineral oil, especially 30 to 80%, typically 
40 to 60%. Particularly preferred are vegetable oils such as coconut, evening primrose, 
groundnut, meadow foam, apricot kernel, peach kernel, avocado, jojoba and olive oil. 
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Oil soluble cosmetic or topical pharmaceutical ingredients may be dissolve in the oil 
including antiseptics, styptics, antidandruff agents such as zinc omadine (zinc pyrithione) 
and selenium disulphide, proteins, emollients such as lanolin, isopropyl myristate, 
glyceryl isostearate or propylene glycol distearate, dyes, perfumes and waxes. Water 
insoluble particulate solids including exfoliants such as talc, clays, polymer beads, 
sawdust, silica, seeds, ground nutshells and dicalcium phosphate, pearlisers such as mica 
or glycerol or ethylene glycol mono- or di-stearate, glitter additives and sunscreens such 
as titanium dioxide may be dispersed in the hot microemulsion prior to cooling. Porous 
particles (so called micro-sponges) containing absorbed active ingredients or gelatin or 
other microcapsules may be suspended. Other active ingredients which may be 
suspended include insect repellants and topical pharmaceutical preparations, e.g. 
preparations for treatment of acne, fungicides for athlete's foot or ringworm or antiseptics 
or antihistamines. Pigments, such as the iron oxides, may also be added. 

Electrolytes tend to break l\ phase structure and are preferably present in concentrations 
below 10% based on total weight of the compositions, more preferably below 5%, e.g. 0 
to 3%, most preferably 0 to 1%. Generally we prefer that electrolyte be substantially 
absent. Adventitious chloride or sulphate present as impurities in the surfactant can be 
tolerated. Small amounts of builder such as citrates, pyrophosphates, polyphosphates 
may optionally be included. 

Water soluble solvents are generally undesirable and are not required to form stable I] 
structures according to the invention. We therefore prefer that they should be 
substantially absent. Although small amounts of. for example, ethanol or propanol or of 
a water miscible polyhydric alcohol or alcohol ester may sometimes be desired for 
special purposes, they are preferably present in amounts less than 5% by weight, more 
preferablv less than 3% by weight, most preferably less than 2% by weight, e.g. less than 
l%by weight. 



• WO 00/76460 



-11- 



PCT/EP00/05341 



The composition may optionally contain hydrotropes such as sodium lower alkyl benzene 
sulphonate e.g. sodium toluene, xylene or cumene sulphonate or urea, however these are 
not generally necessary and are not generally preferred. We prefer that these should be 
present in quantities less than 5% by weight, more preferably less than 4%. especially- 
less than 2% e.g. 0 to 1%. They may be useful occasionally to avoid haziness of the gel. 

The total amount of water is preferably from 25 to 60% by weight of the composition, 
more preferably 30 to 50%, e.g. 35 to 50%. The total weight percentage of surfactant 
based on the weight of the composition is preferably from 15 to 35%, e.g. 20 to 30%. 
The proportion of oil is preferably greater than 5%, more preferably greater than 8%, e.g. 

10 to 30%. especially 15 to 25% by weight based on the weight of the composition. The 

011 soluble surfactant is preferably present in a proportion of more than 1 :5 based on the 
weight of oil, more preferably from 1:2 to 5:1. The oil soluble surfactant preferably has 
an HLB of from 3 to 9 e.g. 4 to 8. 

The weight ratio of waier soluble surfactant to -oil soluble surfactant is preferably 1:1 to 
30:1. more preferably 2:1 to 20:1, typically 3:1 to 15:1, e.g. 4:1 to 10:1. The water 
soluble surfactant preferably has an HLB greater than 12, more preferably greater than 
13. especially 14 to 19. 

The product may be cast into shaped bodies or formed into particles or granules, e.g. by- 
spray cooling a hot solution of the Li phase formed on melting the composition. 

The composition may be converted into a microemulsion phase by addition of water, by 
heating above the melting point or by adding electrolyte such as salt and the invention 
includes Li phases when so prepared. 
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The invention will be illustrated by the following examples: 
Example 1 

The following ingredients were mixed at 60°C and cooled to form a ringing gel: 



Component 


solids f so 1 


.../,.. fO/\ 


MINERAL OIL (100%) 


20 


20 


"FMPICOL"® 0?51/70J (70%) 


11.2 


16 


"EMPIGEN"® BB (30%) 


4.8 


16 


"GLUCAPON"® 215 CS UP (65%) 


6 


9.2 


"EMPILAN"® KB2 (100%) 


7.5 


7.5 


SODIUM CHLORIDE (100%) 


2 


2 


PERFUME (100%) 


0.5 


0.5 


ETHYLENE DIAMINE TETRACETIC ACID(ip0%). 


0.1 


0.1 


CITRIC ACID (100%) 


0.2 


0.2 


BENZOIC ACID (100%) 


0.3 


0.3 


SODIUM HYDROXIDE (47%) 


0.1 


0.2 


WATER 


1 


Balance 



The method of mixing comprised the following steps:- 
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1 . Charge 50% of water 

2. Heat to 60°C 

3. Add EDTA, sodium benzoate. citric acid and 47% NaOH dissolve with stirring 

4. Add "EMPIGEN" BB 

5. Add mineral oil and disperse with stirring 

6. Add "EMPILAN" KB 2 and mix thoroughly 

7. Add "EMPICOL" 0251/70j 

8 Add remaining water 

9 Add "GLUCAPON" 215 CS UP 

10. Add further KB 2 until clear 

11. Cool 

12. Add evaporated water 

13. Adjust pH 



pH(10%) 
Solids (%) 
Odour 

Viscosity @ 20°C 



5.5 ± 0.1 

- 53% (typical) 

Characteristic 

N/A 



Physical Data 

Density @ 20°C 

Appearance 

Set Point (typical) 



1.0 ± 0.1 g cm" 3 
Clear or Hazy Gel 
30°C 



The product was examined by x-ray diffraction and exhibited peaks at 13.145nm (intense 
and sharp), 7.943nm (ill defined) and 6.355nm (small), indicating cubic symmetry, and 
formed a clear microemulsion on dilution or heating. The latter gave good even 
distribution of oil applied to skin. 



Example 2 
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The following ingredients were mixed at 60°C and cooled to form a ringing gel: 



Component 


Solids ( %) 


W/W (vol 


MINERAL OIL (100%) 


15 


1 c 

ID 


"EMPICOL"© CDL30J/35 (22%) 


8 


3:>.4 


"EMPIGEN"® BB (30%) 


8 


26.7 


"EMPICOL"® 0785 (40%) 


2 


5 




6 


6 


"EMPILAN"® KB6 (100%) 


6 


6 


CITRIC ACID (100%) 


0.5 


0.5 


PERFUME (100%) 


0.2 


0.2 


ETHYLENE DIAMINE TETRACETIC ACID (100%) 


0.2 


0.2 


"KATHON"® 




0.2 


WATER 




Balance 


TOTAL -- 


45.8 


100 



Physical Data 

Appearance : Clear Liquid/Gel Odour : Characteristic Odour 

Solids : 36.5% (typical) pH (100%) : 5.5 - 6.5 (typical 

Odour : Characteristic Set Point : 20 ± 5°C 
Viscosity (Cammed Rheometer @ 20°C : N/A 



The product had small angle x-ray diffraction peaks characteristic of cubic symmetry' and 
formed a clear microemulsion on dilution with water or warming. The latter gave good 
even deposition of oil on skin. 
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Examnlcs 3 and 4 



The following ingredients were mixed at 60°C and cooled to form ringing gels: 



Component 


1 


2 


Solids (%) 


wAv (%) 


Solids (%) 


w/w (%) 


"EMPIGEN"® CDL30J/35 (22%) 


8 


JO. 4 


o 
o 


■if. 4 




© 
o 


iO. / 


o 
o 


76 7 




4 


7.5 




7.5 


"EMPICOL"® CVH (90%) 


4 


4 






"EMPILAN"® KB2 (100%) 


5.5 


5.5 


6 


6 


TRIETH ANOL AMINE ( 1 00%) 


l.l 


1.1 






CITRIC ACID 


1 


•-- 0.75.. 


0.75 


0.75 


ETHYLENE DIAMINE 










TETRACETIC ACID 


0.05 


0.05 


0.05 


0.05 


"KATHON"® CG (1 00%) 


0.05 


0.05 


0.05 


0.05 


LIGHT MINERAL ( 1 00%) 


14 


14 


20 


20 


WATER 




Balance 




Balance 


TOTAL 


45.7 


100 


46.1 


100 


Appearance 


Clear Gel 


Clear Gel 
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The following ingredients were mixed at 60 °C and cooled to form a clear 'ringing' gel. 



Example 5 



P nmnnn pnt 


Solids (%) 1 


WAV (%> 


LIGHT MINERAL OIL ( KKlbiUL u^iviihjuuu /oj 


18 1 


18 


"EMPICOL" <E> 02!) 1 70 J (70 %) 


1 ~ 


17.2 


"EMPICOL 77 ® CEDd hL (luu yoj 


"5 1 
J 1 


5 


"EMPILAN" ® KBE2 (100 %) 






"EMPILAN" ® KB6 (100 %) 


-I 




"EMPIGEN" ® BB (30 %) 1 


J 


10 


SODIUM CHLORIDE (100 %) 


4 i 


4 


GLYCEROL (100%) 


2 


2 


SODIUM HYDROXIDE (50 %) 


0.4 


0.8 


ETHYLENE DIAMINE TETRACETIC ACID (100 %) 


0.1 


0.1 


Na SALT 






CITRIC ACID (100 %) 


0.2 


0.2 


SODIUM BENZO ATE ( 1 00 %) 


0.3 


0.3 


WATER 




Balance 



Example 6 



Component 


Solids (%) I 


WAV (%) 


HEAVY MINERAL OIL ("KRISTOL" ® M70) (100 %) 


18 I 


18 


"EMPICOL" ® 0251 70 J (70 %) 


10.5 


15 


' "EMPICOL" ® CED5 FL (100 %) 


6 


6 


"EMPILAN" ® KB2 (100 %) 


3.5 


3.5 


"EMPILAN" ® KB 12 (100 %) 


5 


5 


"EMPIGEN" ® BB (30 %) 


3 


10 


SODIUM CHLORIDE (100 %) 


4 


4 


GLYCEROL (100 %) 


2 


1 2 


SODIUM HYDROXIDE (50 %) 


0.5 


1.0 


ETHYLENE DIAMINE TETRACETIC ACID (100 %) 


0.1 


0.1 


Na SALT 






CITRIC ACID (100%) 


0.2 


j 0.2 


SODIUM BENZO ATE (100 %) 


| 0.3 


1 0.3 


WATER 


! 


| Balance 
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Physical Data 

pH(10%) : 5.5+/- 0.5 
Odour : Characteristic 

Viscosity @ 20°C: N/A ; 

Method for examples 5 and 6 

i) Charge water and heat to 60°C. V - 

ii) Add EDTA, sodium benzoate, citric acid and NaOH. Dissolve with stirring: 

iii) Add "EMPICOL" CED5 FL and mix thoroughly! . 3£ ? 

iv) Add glycerol. 

v) Add NaCl and disperse with stirring. 

_Yi) . : Add "E^^ILAN" and "EMPILAN" KB6 or "EMPILAN" KB12; Disperse 

with stirring. ■ * 

vii) Add "EMPIGEN",BB. 

viii) Add mineral and disperse with stirring. 

ix) Add "EMPICOL" 0251 70J and disperse with stirring. 

x) Add additional nonibhic surfactant to clear (if necessary). 

xi) Coolto40°C. 

xii) Add evaporated water 

xiii) Adjust pH and offload. 



Density @ 20°C : 1 .0 +/- 0. 1 
Appearance: Clear or hazy gel 
Set point (typical); 35 +/- 5°C 
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<Vxample 7 



Component 

LIGHT MINERAL OIL ("KRISTOL" ® Ml4) (100 %) 



DOW CORNING DC 556 SILICONE FLUID (100 %) 



-EMPICOL" 0251 70 J (/0 %) 



EMPICOL" CED5 FL (100%) 



"EMPILAN" KB2 (100 %j 



"EMPILAN" KB12 (100 Vo) 



Solids (%) 



'EMPIGEN" BB (30 %) 



SODIUM CHLORIDE (1UU%)~ 



GLYCEROL (100%) 



12 



3.5 



3.5 



.2 



WAV ( %) 



17.2 



3.5 



3.5 



10 



SODIUM HYDROXIDE (50 %) 



ETHYLENE DIAMINE TETRACETIC ACID (100 %) 
Na SALT . 



CITRIC ACID (100%) 



SODIUM BENZOATE (1W) %) 
WATER 



0.4 
0.1 



0.2 



0.3 



0.1 



0.2 
0.3 



Balance 



The formulation forms a microemulsion at 60°C and forms a gel when cooled to ambient 



temperature. 
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ComDonent 


Solids (%) 


WAV ( %) 


HEAVY MINERAL OIL ("KRISTOL" ® M70) (100 %) 


15 


15 


"CERAPHYL" ® GA-D (100 %) 


5 


5 


"EMPICOL" 0251 70 J (70 %) 


12 


17.2 


"EMPICOL" CED5 FL (100 %) 


5 


5 


"EMPILAN" KBE2 (100 %) 


3.0 


3.0 


"EMPILAN" KB 12 (100 %) 


4.5 


4.5 


"EMPIGEN" BB (30 %) 


3 


10 


SODIUM CHLORIDE (100 %) 


4 


4 


GLYCEROL (100%) 


2 


2 


SODIUM HYDROXIDE (50 %) 


0.4 


., 0.8 


ETHYLENE DIAMINE TETRACETIC ACID (1 00 %) 
NaSALT 


. 0.1 


0.1 


CITRIC ACID (100 °/o) 


0.2 


0.2 


SODIUM BENZOATE (100 %) 


0.3 


0.3 


WATER 




Balance 



A hazy/opaque emulsion is formed at 60°C and cools to form a clear * ringing' gel at ;u 
ambient temperature. 



Physical Data 



Density @ 20°C : 1 .0 +/- 0. 1 
Appearance: Clear or hazy gel 
Set point (typical): 35 +/- 5°C 



pH(10%) : 5.5+/- 0.5 
Odour : Characteristic 

Viscosity @ 20°C: N/A 
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Method for example s 7 and 8 

i) Charge water and heat to 60°C. 

ii) Add EDTA, sodium benzoate, citric acid and NaOH. Dissolve with stirring. 

iii) Add "EMPICOL" CED5 FL and mix thoroughly. 

iv) Add glycerol. 

v) Add NaCl and disperse with stirring. 

vi) Add "EMPILA3ST KBE2 and "EMPILAN" KB 1 2. Disperse with stirring. 

vii) Add "EMPIGEN" BB. 

viii) Blend 50/50 oil phase - oil and cosmetic ingredient. Add to aqueous surfactant 
solution. Disperse with stirring to form homogeneous emulsion. 

ix) : Add "E^ICPL" 025 V TLZ : ^ " . 

x) Cool to 40°C. - :i ' : 

xi) Add evaporated water. 

xii) Adjust pH and offload. 

If gel is opaque, re-heat and add additional nonionic surfactant or water. 
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Examplc 9 



Component 


Solids (%) 


WAV (%) 


LIGHT MINERAL OIL ("KRISTOL" ® M14) (100 %) 


10 


10 


"MIGLYOL" ® 8 1 0/8 1 2S 


10 


10 


"EMPICOL" ® 0251 70 J (70 %) 


11 


15.7 


"EMPICOL" ® CED5 FL (100 %) 


6 


6 


"EMPILAN" ® KBE2 (100 %) 


3.5 


3.5 


"EMPILAN" ® KB 12 (100 %) 


3.5 


3.5 


"EMPIGEN" ® BB (30 %) 


3 


10 


SODIUM CHLORIDE (100 %) 


5 


5 


GLYCEROL (100 %) 


1 


1 


SODIUM HYDROXIDE (50 %) 


0.5 


1 


ETHYLENE DIAMINE TETRACETIC ACID (100 %) 
NaSALT 


• 0.1 


0.1 


CITRIC ACID (100%) 


0.2 


0.2 ■ 


SODIUM BENZOATE ( 1 00 %) 


0.3 


0.3 ■.. 


WATER 




Balance 



Hazy emulsion clears to form a microemulsion "on cfooling and 'ringing' gel is obtained at 
ambient temperature. 
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Example 10 



Component 


! Solids (%) 


WAV (%} 


LIGHT MINERAL OIL ("KRISTOL" ® M14) (100 %) 


10 


10 


"MIGLYOL" ® 818 (100 %) 


10 


10 


"EMPICOL" ® 0251 70 J (70 %) 


11 


15.7 


"EMP1COL" ® CED5 FL (100 %) 


1 6 


6 


"EMPILAN" ® KBE2 (100 %) 


3.5 


3.5 


"EMPILAN" ® KB 12 (100 %) 


5 


5 


"EMPIGEN" ® BB (30 %) 


3 


10 


SODIUM CHLORIDE (100 %) 


5 


5 


GLYCEROL (100%) 


1 


1 


SODIUM HYDROXIDE (50 %) 


0.5 


1 


ETHYLENE DIAMINE TETRACETIC ACID (100 %) 
Na SALT 


0.1 


0.1 


CITRIC ACID (100%) 


0.2 


0.2 


SODIUM BENZOATE (1 00 %) 


0.3 


0.3 


WATER 




Balance 



Forms a microemulsion at 60°C and a 'ringing' gel is obtained after cooling. 



Example 11 



Comoonent 


Solids (%) 


WAV (%) 


LIGHT MINERAL OIL ("KRISTOL" ® M14) (100 %) 


10 


10 


"MIGLYOL" ® 840 


10 


10 


"EMPICOL" ® 025 1 70 J (70 %) 


11 


15.7 


"EMPICOL" ® CED5 FL (100 %) 


6 


6 


"EMPILAN" KBE2 (100 %) 


3.5 


3.5 


"EMPILAN" ® KB 12 (100 %) 


5 


5 


"EMPIGEN" ® BB (30 %) 


3 


10 


SODIUM CHLORIDE (100 %) 


5 


5 


GLYCEROL (100 %) 


1 


1 


SODIUM HYDROXIDE (50 %) 


0.5 


1 


ETHYLENE DIAMINE TETRACETIC ACID (100 %) 
Na SALT 


0.1 


0.1 


CITRIC ACID (100%) 


0.2 


0.2 


SODIUM BENZOATE (1 00 %) 


0.3 


0.3 


WATER 




Balance 
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Physical Data 

pH(10%) : 5.5+/- 0.5 
Odour : Characteristic 

Viscosity @ 20°C: N/A 



Method for examples 9, 10 and 11 



i) 


Blend 50/50 oil phase - oil and cosmetic ingredient. Heat to 60°C. 


ii) 


Add glycerol and stir to disperse. 


iii) 


Add "EMPILAN" KBE2 and "EMPIL AN" KB 1 2 . Disperse with stirring. 


iv) 


Add "EMPICOL" CED5 FL. 


v) 


Add "EMPIGEN" BB. 


vi) 


Add "EMPICOL" 0251 70J. *" 


vii) 


Add EDTA, citric acid, sodium benzoate and NaCl. Disperse with stirring. 


viii) 


Add water. 


«) 


Add NaOH. 


x) 


Cool to 40°C. 


xi) 


Add evaporated water. 


xii) 


Adjust pH and offload. 



Density @20°C : 1.0+/- 0.1 
Appearance: Clear or hazy gel 
Set point (typical): 35 +/- 5°C 
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Example 12 



C mponent 


Solids (%) 


WAV (%) 


EMOLLIENT - FATTY ACID ESTER (100 %) 


20 


20 


"EMPICOL" ® 0251 70 J (70 %) 


12 


17.2 


"EMPICOL" ® CED5 FL (100 %) 


5 


5 


"EMPILAN" ® KB6(100%) 


5 


5 


"EMPIGEN" ® BB (30 %) 


3 


10 


SODIUM CHLORIDE (100 %) 


5 


5 


GLYCEROL (100%) 


1 


1 


SODIUM HYDROXIDE (50 %) 


0,4 


0.8 


ETHYLENE DIAMINE TETRACETIC ACID (100 %) 
Na SALT 


0.1 


0.1 


CITRIC ACID (100%) 


0.2 


0.2 


SODIUM BENZOATE (100 %) 


0.3 . 


0.3 


WATER 




Balance 



Clear gels have been prepared using the following fatty acid esters: 

Isopropyl laurate ("ESTOL" ® IPL 1505) 
Isopropyl myristate ("ESTOL" ® IPM 15.12} 
Isopropyl palmitate ("ESTOL" ® IPP 1 5 1 7) 
Isopropyl isostearate ("SCHERCOMOL" ® 318) 



Physical Data 



Density @ 20°C : 1 .0 +/- 0. 1 pH ( 1 0 %) : 5 .5 +/- 0.5 

Appearance: Clear or hazy gel Odour : Characteristic 

Set point (typical): 35 +/- 5°C Viscosity @ 20°C: N/A 



Method for example 12 



i) Heat oil phase to 60°C. 

ii) Add "EMPILAN" KB6 and stir to disperse. 

iii) Add glycerol and stir to disperse. 

iv) Add "EMPIGEN" BB. 

v) Add "EMPICOL" CED5 FL. 
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VI) 


Add "FMPTPOT " 025 1 70J 


• »\ 
VII ) 


Add FTYTA "W^rM indium hen to ate and citric acid Stir to di^ner«;e 


VIII ) 


•A dd \i/5it'^T 


IX) 


Add NaOH. 


x) 


Cool to 40°C. 


xi) 


Add evaporated water. 


xii) 


Check pH (10%). 


xiii) 


Adjust pH and offload. 



The products in each case exhibited cubic symmetry and formed clear microemulsions or 
dilution with water or heating. The registered trade marks noted above have the 
following significance :- 

"EMPICOL" CVH is a C 8 alkyl ether carboxylic acid ...... 

"EMPICOL" LB40 is a C 8 do alkyl sulphate 

"EMPICOL" 0251/70J is a C12-14 alkyl 3 mole ethoxy sulphate 

"EMPICOL" 9758 is a Cio alkyl sulphate 

"EMPICOL" CED 5FL is lauryl 6 mole ethoxy carboxylic acid 

"EMPIGEN" BB is a Cn-14 alkyl betaine 

"EMPIGEN" CDL is coconut ampho acetate 

"EMPILAN" KB2 is a Ci 2 -i4 alkyl 2 mole ethoxylate 

"EMPILAN" KB6 is a C12-14 alkyl 6 mole ethoxylate 

"EMPILAN" KB12 is a C, 2 -i4 alkyl 12 mole ethoxylate 

"GLUCAPON" 215CS is a C 8 -io alkyl polyclucoside D.P. 1.5 

"KATHON" CG is a proprietary biocide 

"DOW CORNING" DC556 is phenyl trimethicone 

"CERAPHYL" GA-D is maleated soya bean oil 

"MIGLYOL" 810/812S is capric/caprylic triglyceride 

"MIGLYOL" is capric/caprylic/linoleic trigyceride 

"MIGLYOL" 840 is dipropylene glycol dicaprylate/dicaprate 
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CLAIMS 

1. A concentrated personal cleansing composition comprising, by weight of the 
composition, at least 20% water, 10 to 40% total surfactant and 2 to 40% of oil 
wherein said surfactant comprises (A) an oil soluble surfactant having an HLB of 
from 2 to 10 in a proportion of from 8:1 to 1:5 based on the weight of oil and (B) a 
hydrophilic surfactant having an HLB greater than 1 1, in a weight proportion of from 
1:1 to 1:30 based on the weight of (A), said surfactant water and oil being present in 
proportions adapted to form an Ii phase having an Ij/Lj transition temperature greater 
than 25°C. 

2. A composition according to claim 1 wherein the total surfactant has a mean HLB 
between 10 and 15. 

3. A composition according to claim 1 wherein said oil comprises a mineral, fatty ester, 
glyceride, terpene or silicone oil 

4. A composition according to either of claims 1 and 3 wherein the oil comprises at least 
16% based on the weight of oil, of a mineral oil. 

5. A method for preparing a composition according to claim 1 comprising : (i) forming a 
mixture (a) of said oil and said oil soluble surfactant; (ii) mixing said mixture (a) with 
a mixture (b) of said water soluble surfactant and sufficient water to form a lamellar 
phase with said water soluble surfactant; (iii) maintaining said mixture of (a) and (b) 
above the Ij/Lj transition temperature of said composition while diluting said mixture 
of (a) and (b) with water to form said composition; and (iv) cooling said composition 
below the Ii/Li transition temperature. 
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